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*FRazER, B. W., M, 14-6, 78-80. 

*F RITZ, JOHN, v, "75: iP 94, 

*FuLTON, JoHN, V, ’85-—6. 

¢Gausot, E., M, ’71-2. 
*Gayutuy, Jamus, M, ’96-8; V, 02-3; P, ’04-5; 

PD, ’05-11; D, ’05-13. 

*GLENN, WILLIAM, M, ’99-01. 

*GorTz, Guo. W., M, ’92—4; ok te 

GoopaLE, C. W., M, ’97—-9; a V; 7=19: 
tGramnmer, F. L., M, '04; o, 

*GrantT, J. B., V, 06-7. 

GREENWAY, J. C., D, 121-23, 

*Hagusz, Jas. D., V, 7s 

HamMMonpn, J. ne V, 701-2; P, ’07-8. 
Harpman, J. E., V, ’01-2. 

*H ARTSHORNE, JosuPu, M, ’04; C, ’05-6. 
*HBINRICH, OSWALD di M, "75-7. 

*HEWITT, AsraM 8., M, "70-5; Pa7Gn 00: 
*Horman, H. O., M, 94-6; C, 07-9, 
*HOLBROOK, LuvI, M, 95-7, 

*Houuey, A. L., V, ’74; P, ’75; M, ’77-9. 
Hous, H. L., M, ’92—4. 

*Houtioway, J. F., V, '87-8, '94—5. 

*Houmss, JosEepH A., D, ’13—14. 

Hoover, H., V, ’14—16; P, ’20; D, ’21, ’22. 
BOWS, ae: V, ’79-80, ’90-1, ’06—-7; M, ’86-8; 


Humeuneys, A, C., C, 09-11. 

*Hount, A. E., V, ’88-9. 

Coen ees W., M; 76-8; Py 83, 06" D, 
13-1 


*Hount, T. Sterry, M, ’73—5; P, '77; V, ’88-9. 
Incauzs, W. R., C, ’07-9. 

Jacxuina, D. C., D, ’14—-16. 

JANEWAY, JOHN H., Jr., C, ’12; D, 713-15. 
*JpNNINGS, HENNEN, C, ’12; D, ’15-19. 
Jennines, Roper E., C, 710-12. 


Jmnnines, Sipney J., C, '12; V, ’13-17; P, ’18; 
PS 719) 220! 
*Jounson, J. E., M, ’86-8, ’01. 
*JoHNSON, J. E., JR., D, 17-19. 
{JONES, CLEMENS CG. M, 02-3. 
122-23, °25% 


lle WILLIAM, C, 10-12: D, 


Kemp, r e, M, ’96 i mt 103-4; D, ’05-12, '13, 
14-0P, S19. PD} 

KENNEDY, “ike Vi 04 a 

* KENT, Josnrn C., V, 74-5. 

*KENT, ena : 00-2. 


°11; D, ?07— 12. 
KLEPErKo, FRANK, M, 103-4; C, ’05; D, '05-6 
KuNHARDT, W. B., 5-6. 


“603-4; on 705; Wg Gaia. 


* Deceased. + Non-member at present. 


XIV 


*Leceim, Rost, G., V, ’93-4. 

*LEDOUX, Aupzrt R., ’M, 195-7; V, '98-9, 
P, '03; D, 05-16. 

*LEE, UL H., V, ’02-3. 

LEGGETT, Taomas H., V, °13-15. 

*Lustey, J. P., M, 712-4, 

*LEwis, JAMES F., M, ’79-81; V, ’86-7, '95-6. 

LINDGREN, WALDEMAR, Vv; 12-13. 

*LupLow, Epwin, D, 16-19, 129, '23; V, 719-20, 
P; 


"21. 

*LYMAN, B. S., M, ’96—-8. 

Lae FRANK, M, ‘97-9; T, '03-12; C, '05-6; 
, 05-12. 

Meats. CHARLES, V, ’82-3, ’89-90. 

*MackInTosH, J. B., M, 91. 

MacNauGHTon, JAMEs, V, ’16-18. 

MaRKLE, JouN, V, '03—-4. 

Maruer, W. G., D, Fon 

og” E. P., D, ’138-15, °21-22, *24—25; 


* MAYNARD, Gzoras W., M, ’71-4, Ket V, ’04-5 

ee ANDREW 8. '82-— 

*McNarr, T.5., M, ’71, "ga! 

MERRILL, CHARLES W., D, 14-16; V, ’24-25. 
* METCALF, WILLIAM, v, 78-9; iP? "81, 
*MILLER, WILLET G., CG, 09-11; D, 17-19. 
*Mopgn, Pxiuip W., V, 03-4. 

*Morrat, E. S., M, 83, "35s Y, "87, 89. 

Moors, Panui N,, Vi; "15-16; P. 17; D, 718, 19. 

Mopp, 8. W., 'b0-29: "03-95. 

Munroe, H. 's. 'M, eit mA 90-1. 

NEILL, JAMES W., ' 
*NBILSON, W. G., Me 
tNewserry, J. S., M, ’76-8. 

Norzais, R. V., C, 708-10; Vv, ’11-12; D, ’20-25, 

Oucort, E. E., P. ’01-2. 

Oucott, W. Dp M, '98-00; C, ’11-12; D, 13. 

Paaz, W.N., VY, ’99-00. 

ParkKeER, E. W., M, '02-4, 

PEARCE, RIcHARD, V, '85-6; P, '89. 

*PrarseE, JOHN B., '77-8. 

Pecuin, E. a M, "72: V, Bs ’75—6, '85, ’91-2. 
*PrtTers, E. D Re V, '98— 

{PETHERICK, THomas, ™M, te DV eee 
*PaTTEn, WM. H., M, 73, "89-91; V, ’81-2, 
*PiaTt, J. C., V, '94—5. 

PortTER, “ Ae M, "91-3. 

Porrsr, FE. C., V, '99-00. 

*PoTTHR, Wir B., M, '78-80; P, ’88. 
fPoweE tL, J. W., V, *2- 3. 

{Prime, FRED, Jr., M, '71-3. 
*PUMPELLY, RAPHAEL, 3 ay ae 

QuARRIE, BeRTRAM D., D, '24—25. 
*Raxston, W. C., V, 00-1, ’09—10. 

Ranp, CHARLES FC, LO-12* "DD; 712s 

Pes, 122-2 35. 
*RAND, THEODORE D., T, '73-02. 
*RanvDouL, J. B., 00-1. 
{RaNnvDoLpH, J. 16) E, M, ’81— 3; V, '91-2. 

Raymonp, Rosertr M., Ay "17-18; V, ’18-20. 
BLS TMOND, R. W., V, 71, "76-7; 72-4: S, ’84— 

; S. Em, ai- ‘18. 
arg Mark L., V, 17-19. 
Reynpvers, J. V. W., D, ’19-21; V, '22-24; P, 25, 


19-23, 


"16-25; 


~ PAST AND PRESENT OFFICERS 


Ricuarps, Roper H., V, 79-80; P, '86. 
Ricxarp, T. A., M, 94-6; D; 05; CG, 05-6. 
Ricketts, L. D., D, 113-16; P , 16; 'D, 19, "24-25. 
Rigs, HeInricn, M, 03-4; G, 05. ; 
+RoBERTS, PERCIVAL, Pry M, "30-2; V, ’89-90. 
{ROBERTSON, et ae M, ’38-90. 
Rosertson, Wo. F., C, 06-8. 

Rosrnson, hig Als 8, "13-17. 

Rosinson, C. 8 D, 13. 

RoGeErs, ALLEN. i, D, ’17-19. 

RouxkeER, C. M., M, 738-90. 


RotTHWELL, RIcHARD P., M, ’71, ’98-00; V, 
"72-3, "75-6; P noe 

SALgzs, RENo H., D, 22, 

SAUNDERS, Ww. ie ve * 5010, 94450 PP, 15D. 


"1G 217. 
SAUVEUR, ALBERT, V, 10, ’1 
HAE LESS) FREDERICK F., ea 10) 121-25; S. Em., 


{SHEAFER, W. L., M, ’93- 
*SHINN, WILLIAM pe Vi 77-8 7E TSU: 
SHOCKLEY, WILLIAM H., Cc; 08-10. 
tSHook, A. M., M, ’93— 
SmirH, FRANK M., V, 193-95, 
SMITH, GEORGE Or1s, D, ’21-25. 
Smock, Joun C., a? "75-7, 91-3. 
Smytu, Henry L., D, ’14— 16. 
+Snow, Cuas. H., M, 104; C, ’05-6; D, ’05—10. 
*SprtsBuRY, E. G., M, 85-7; Vi 93-4: P, ’96. 
*STANTON, F. McM., M, 97-9. 
*STANTON, JOHN, V, ’92-3. 
*Srearns, I. A., V, '05—6. 
Stearns, T. Be D,’ 16-18, Sg Ptr 
*STETEFELDT, C. ALS V5 85-6, 4) 
Strong, G. C., SD, “19: 10% BD: °n, *13-18. 
STouGHTON, Brauer, s, "E, "13-21. 
*STRUTHERS, J., e, 03-5; 8, ’06-10; t, E, ’06—-12; 
Deatiss; fp ea 
SwEETSER, Rapa, ai gros 
*SWOYER, J He Vs a 
*Symons, W. R., V, 71-2: M, '’73-4. 
TAYLOR, SAMUEL Au D, "15-20. 
*Taytor, W. J., M, "90-2, 99-01, 
THACHER, ARTHUR, D, '18—20. 
TuHayYeER, BensamIn B., V, '12-13, 
D, '17-18. 
*THomas, Davin, P, ’71. 
*THOMAS, SAMUEL, V, ’79-80. 
*THOMEFSON, CHARLES O., V, ’81-2. 
*THuRSTON, RoBEerT H., V, 78-9. 
*VALENTINE, M. D., M, ’02-—4. 
Watcort, C. D., V, "04-5. 
WALKER, ARTHUR J L., pte i Ie 
*WALKER, WwW. RS 
WEBSTER, Wie Re M, ’95-7. 
*Weeks, J. D., V, 86-7; M, '90—2; P, 95. 
*WELLMAN, 8. T., V, ’83-4; M, ’90—2. 
*WILLIAMS, GARDNER F., ie "11-12. 
WiuuraMs, T. M., M, '7 
* WILLIAMSON, J. Bayon, t, "71-2. 
*WINCHELL, Hae, 013; V, ’09-10; P, 719; 
D, ’20, 21. 
Winstow, IN M, coh 
*WITHERBER, THos. Sony 
Woop, WattTeErR, C, Ooe8 


"24; P, 14; 


» 76-8, 


*RICHARDS, JOSEPH “We V, "10-11; C, "12 Ds *21- 
"13-15; V, ’16—17. Pu feteiats el en ps C112: D, 13-14. 
*Deceased. + Non-member at present. 


HONORARY MEMBERS XV 


Honorary Members 


Year oF 
ELEcrTion 
1913. FRANK Dawson ADAMBS............... CEES. eeeare Montreal, Canada. 
1921, WituiamM CurHBERT BLACKETT............... Sacriston, Durham, England. 
Renee R SEED CAMPTANT. o.oo yc, Seem ee Waals iS. fs vsdeccdctonte Rome, Italy. 
1920. Henry Srurais DRINKER..... See he oS RA ee Merion Station, Pa. 
ee: MRED EE RECO eG Sk os OSisip gs c's vss uss evncncee elle Paris, France. 
ieee MOMENT ACAIOLITTI Gre eyo tcl sé wes da coe due ee Torino, Italy. 
Leone TOMEOM LA GOUPIAINRD x 04 26 2 < sis c's is o00d sacs css nace on Paris, France. 
ROOG wemrmarcopmnT A. Haprrenp. 3000.6 fee sek oc ca cc oon ce London, England. 
132 eee RANG WALLTAM  HARBORD 2 3.)5 8500050 4 60 6)6 0.5 sia Uh So oo ne os London, England. 
Pee EPMRR MET FIOOVER oper e Cs Geico aps cd cseeksaadenen Washington, D. C. 
LOLG MC AMES SE URMAND KOMP occ. ocoece cs cescrecoccencecuh. New York, N. Y. 
ISOSSPEENRE LECHATELIER Sse see elo. ces fo eteh ce sacconck en Paris, France. 
ie Tats OU a eign nn ee ae London, England. 
LOLS ZMOUIBLG ORDONEZ: «2. osc. sc cao sckdie cas cccecnees Mexico City, Mexico. 
LOO0mEES GEXANDRRPEOURCEL Gree einncb ys oes ss wesc ets eae Paris, France. 
TOPE ELOBBRT Shen IICHARDS oe etre ns Gleb os aicus ysis oa+ 0 3s-e0e 5) ae Cambridge, Mass. 
NOU Cm CHARTERS 2D) MW AUCOTD et oo x 6:5, os ceraieions ss sev os wareetcrns Washington, D. C. 
Honorary Memsers (Deceased) 
YEAR OF YEAR OF YBAR OF YEAR OF 
ELECTION Decrease ELECTION DECEA8E 
1876. RicHarD AKERMAN......... 1922 1890. ADoOLPH PATHERA............ 1890 
1872. Str LowrTsian BELL........ 19004) 1886. JOHN: PBORCY}.,....206 5) oe 1889 
1905. ANDREW CARNEGIB......... 1919 1888. Franz PoSmBPNY............ 1895 
1892. A. Deu CasTILLO..........- 1895 1911. Rossrrzr W. RaymMonp..... 1918 
1902. Manunt Maria Contreras 1902 1884. THropor RICHTER......... 1898 
TSSS ae As DAUBRYN. on... case Stes 1896 1899. W.C. Rospmrts-AusTeEn.....1902 
1906. James Douauas............ 1918 1890. ALpeRT SERLO............. 1898 
1884. Tuomas M. Drown........ 1904 1880, C. WituiamM SImMENS....... 1883 
1890. Moritz GABTZSCHMANN..... 1895 1906. Joun E. Srmeap........... 1923 
1S7 30 GRUNER a. ese cece oes 1883 1909. James M. Swank.......... 1914 
1921. Hertnricn O. Horman...... 1924 1872. Davin THomaAs............. 1882 
1919. Rosert W. Hount......... 1923 1902. Dimirry CONSTANTIN 
1891. Bruno Kmru............... 1905 TSCHPRNOFF.........--- 1921 
1895. JosepH Le ConrTe.......... 1901 1873. Prrer R. von TUNNER..... 1897 
TSO Tama URSLEYcc ses cs 2 cle 1903 1885. HmRMANN WEDDING........ 1908 


1899. 


Frioris OSMOND..........-- 1912 1910. TsunasHIRO WaDA......... 1920 


xvi : STANDING COMMITTEES 


Committees of the A. I. M. 


Standing Committees 


Executive 


J. V. W. REYNDERS, Chairman 
SYDNEY H. BALL 
WILLIAM H. BASSETT 


Finance 


WALTER H. ALDRIDGE, Chairman 
GEORGE D. BARRON 


Membership 


E. P. MATHEWSON, Chairman 
GEORGE D. BARRON 
JOHN A. CHURCH, JR. 


Alternates 


LEWIS W. FRANCIS WILBER JUDSON 


Increase of Membership 
JOHN A. CHURCH, JR., Chairman 


Library 


GEORGE C. STONE,? Chairman 
JOHN H. JANEWAY! 
SYDNEY H. BALL? 


Papers and Publications 


Executive Committee 


CHARLES 8S. WITHERELL, Chairman 
F. F. SHARPLESS, ., Secretary 
PERCY HE. BARBOUR F. JULIUS FOH 
GALEN H. CLEVENGER JOHN A. MATHEWS 
R. J. COLONY H. G. MOULTON 
WILLIAM A. COWAN R. V. NORRIS 


General Committee 


WILLIAM H. BLAUVELT 
A. D. BROKAW 
OLIVER BOWLES 
Lay CAMPBELL 

. CANBY 
B 5 GOTTSBERGER 
HENRY D. HIBBARD 
JAMES F. KEMP 
PAUL D. MERICA 


EK. 


J. M. CALLOW 
E. DsGOLYER 


GALEN H. CLEVENGER 


LOUIS D. HUNTOON 
H. N. SPICER 


F. T. RUBIDGE 


ALEXANDER C. HUMPHREYS¢ 
FREDERICK 


F. SHARPLESS 


ARTHUR NOTMAN 
ROBERT PEELE 
GEORGE C. STONE 
ARTHUR L. WALKER 


E. W. PARKER 

J. H. POLHEMUS 
SIDNEY ROLLE 
BRADLEY STOUGHTON 
ARTHUR F. TAGGART 
BENJAMIN F. TILLSON 
A. E. WHEELER 

A. C. VEATCH 


Management of Mining and Metallurgy 


E. DeGOLYER, Chai 
WALTER H. ALDRIDGE airman 


CHARLES F. RAND 


EDGAR RICKARD 
F. F. SHARPLESS 


1 Until Feb., 1926. 2 Until Feb., 1927. 


+ Until Feb., 1928. 


‘Until Feb., 1929. 


_— 


STANDING COMMITTEES xvii 


Research 
WILLIAM H. BASSETT WILLIAM M. CORSE 


H. M. BOYLSTON W. SPENCE 
ARTHUR L. WALKER Nepe e ! 


Codperation with Canadian Mining Institute 


E. P. MATHEWSON FOREST RUTHERFORD L. K. ARMST 
J.B. TYRRELL || mer ea 


. 


Scholarship at Columbia University 
(In codperation with Woman’s Auxiliary) 
SIDNEY J. JENNINGS GEORGE D. BARRON ARTHUR S. DWIGHT 


James Douglas Medal Committee 
GEORGE C. STONE, Chairman 


Until February, 1926 Until February, 1927 Until February, 1928 
CHARLES W. GOODALE LAWRENCE ADDICKS WILLIAM H. BASSETT 
CHARLES W. MERRILL PAUL D. MERICA L. D. RICKETTS 
FRANK M. SMITH JOHN H. JANEWAY ZAY JEFFRIES 
WALTER DOUGLAS FREDERICK LAIST POPE YEATMAN 
E. P. MATHEWSON GEORGE C. STONE 


J. V. W. REYNDERS, Member ez officio 
Hunt Medal and Prize 
Candidates selected by IRON AND STEEL COMMITTEE 


J. E. Johnson, Jr., Award 


Candidates selected by IRON AND STEEL COMMITTEE 


XVlii - LOCAL SECTION COMMITTEES 


Exeeutive Committees of Local Sections 


New York 


Meets first Wednesday after first Tuesday = each month. 


C. M. WELD Chairm R. M. RAYMOND, Vice-chairman 
18, MERRISS, Recretary creas ord Nichols Copper Co., 25 Broad St., New York 
SYDNEY HH. BALL H. N. SPICER on S. WITHERELL 


Boston 


Meets first Monday of each winter month. 


ROSE: Pes Chairman C. R. HAYWARD, Vice-chairman 
HUGH E. McKINSTRY, Secretary-treasurer, Foxcroft House, Harvard eee Cambridge, Mass. 
GEO. H, GILMAN GEO. A. PACKARD 


Columbia 


Holds four sessions during year. Annual meeting in September or October. 


ROWLAND B. KING, Chairman HARRY W. MARSH, Vice-chairman 
LYNDON K. ARMSTRONG, Secretary-treasurer, 720 Peyton Bldg., Spokane, Wash. 
FRED W. CALLAWAY, Past Chairman SOLON SHEDD 


North Pacific 


M. C. BUTLER, Chairman BENJAMIN H. BENNETTS, Vice-chairman 
HAROLD P. FORD, Secretary-treasurer, 3333 Hunter Blvd., Seattle, Wash. 
BYRON M. BIRD THOMAS DAVIS 


Southern California 


RUSH T. ah Chairman WILLIAM L. HONNOLD, Vice-chairman 
L. GILLAN, Secretary-treasurer, 1022 Stock Exchange, ol Angeles, C al. 

JOSEPH JENSEN HUGH R. VAN WAGENEN 

DESAIX B. MYERS H. V. WELCH 


Colorado 
pee Oly = WEGEMANN, Chairman HORACE F. LUNT, Vice-chairman 


HENDERSON, Secretary-treasurer, 409 New P. O. Bldg., Denver, Colo. 
MAX W. BALL GEORGE E. COLLINS 


Montana 


L. V. BENDER, Chairman F, A. LINFORTH, Vice-chairman 
ALEX. M. McDONALD, Secretary-treasurer, Apex Hotel, Butte, Mont. 


W. B. DALY A. B. McLEOD 


San Francisco 


Meets second Tuesday of each month. 


ABBOT ue er LAE s F : bas Hope ae Vice-chairman 
ecretary-treasurer, t ; i 
A. NORTON JOHNSON val pais Siena cy ir 


Pennsylvania Anthracite 


R V. NORRIS, Chairman 
EN ee F. HUBER, Vice-chairman a Ww. \ 
. J. RICHARDS, Vice-chairman y; Wee Viee-chairman 


PAUL STERLING, Secretary-treasurer, Lehigh Vall 
DOUGLAS BUNTING G. i HA EAST Y alley Coal Gn oe ares we van 


CHARLES DORRANCE, Jr. JOHN M. HUMPHREY ROBERT x QUIN 


LOCAL SECTION COMMITTEES XIX 


St. Louis 
a es LEIGHTON, Chairman C. G. STIFEL, Vice-ch 
+» BRILBE Vice-chairman Agel ét STEINMESCH, Veo henes 
ALTER E. mcCoun Secretary-treasurer, iesbingios Univ., St. Louis, Mo. 
JOSEPH GUITERAS - KAVANAUGH H. I. YOUNG J. D. “ROBERTSON 
¥ 
Chicago 


WILLIAM R. WRIGHT, Chairman 
FRANCIS N. FLYNN, Vice-chairman 
H. FLETCHER, Secretary-treasurer, 21 E. Van Buren St., Chicago, Ill. 


HENRY J. PREYN DAVID LEVINGER A. C. NOB 
WILLIAM E. JEWELL G. C. McFADDEN C. C. WHITTIER 
Utah 


J. C. DICK, Chairman 
coe ahha Secretary-treasurer, Dooly Block, Salt Lake oy, Utah. 


OTTO HERRES. . H. RICHARDS 
Arizona 
CHARLES A. MITKE, Chairma 
WILLIAM SABEN, Ist Vice-chairman IRA B. JORALEMON, 2d Vice-chairman 
I. H. BARKDOLL, pe aay ese, Box 1414, Globe, Ariz. 
w. S. BOYD . O. HOWARD H. H. STOUT 
Nevada 
R. A. HARDY, Chairman C. pORES, Vice-chairman 
HENRY M_ RIVES, Od ea ho 210 Reno National Beak Bldg., Reno, Nev 
EMMET D. BOYLE ALTER S. LARSH GEO. C. RISER 
JOHN G. KIRCHEN JOHN R. REIGART ALEXANDER WISE 


Mid-Continent 


JOHN M. LOVEJOY, Chairman R. S. McFARLAND, Vice-chairman 


oN. ILLIKAN, S tary-treasurer, Amerada Petroleum Corpn., Petroleum Bldg., Tulsa, Okla. 
Oo aa R ~~ CALLAN F. HINTON GEORGE 8. ROLLIN 


ne LES, RNSBERGER 

PRANK HERALD JAMES O. LEWIS WALTER B. WILSON 
Washington, D. C. 

GEORGE S. RICE, Chairman CLARENCE T. STARR, Vice-chairman 


STANLEY C. SEARS, Secretary-treasurer, 2122 California St., Washington, D. ne 
G. F. LOUGHLIN . C. LIND 


Pittsburgh 


GRAHAM BRIGHT, Chairman 
8. L. GOODALE, Secretary-treasurer, University of Pittsburgh, Pittsburgh, Pa. 


Wisconsin 


Ch Univ. of Wisconsin, Madison, Wis. 
aa MoCANUEEY aN. oeMITH, Vso baseman ener 
HAROLD O. DAVIDSON A. N. 


XX . LOCAL SECTION COMMITTEES 4 
Ohio 
H. M. BOYLSTON, Leda ed 
L. B. aR Vice Oy ae Hee A @ Big Cleveland, Pi bs engi oo 
B. MUR ecretar Bel has erry Payne evelan 
D J. DEMOREST + . DONALDSON G. REINHARDT 
Minnesota 
FRANK ee ea Chairman WILBUR VAN EVERA, Vice-chairman 


ACK C. LAKE, Secretary-treasurer, Fidelity Bldg., Duluth, Minn. 


Upper Peninsula 


WILLIAM KELLY, Chairman 
8. R. ELLIOTT, Secretary-treasurer, Cleveland Cliffs Iron Co., Ishpeming, Mich. 


Oregon 


FRANK WHALLEY WATSON, Chairman 
GEORGE C. HOGG, Secretary-treasurer, U. 8. National Bank Bldg., Portland, ees 


J. H. BATCHELLER FRANK BAILLIE WwW. W. ELMER 
Philadelphia 
RICHARD PETERS, JR., ae 
F. OOF GARRISON, Ist Vice-chairman M. CHANCE, 2d Vice-chatrman 
UIS C. MADEIRA, III, Secretary-treasurer, 260 S. Broad St., Philadelphia, Pa. 
PRANKLIN BACHE 8.E FAIRCHILD Jr. A. A. STEVENSON 
Pe ae ae wae 
rele eG MORRIS WILLI 
HENRY 8. DRINKER E. W. PARKER % AMS 


Southern West Virginia and Northeastern Kentucky 


J. K. ANDERSON, Chairman . 
CHARLES E. KREBS, Secretary-treasurer, 2307 Washington St., Charleston, W. Va. 


TECHNICAL COMMITTEES xxi 


Technical Committees* 


1-Iron and Steel 
7 


JOHN A. MATHEWS, Chairman . 
WILLIAM CAMPBELL, Viscehni JOHN H. HALL, Vice-chairman 
ice-chairman Asad Bie L. B. LINDEMUTH, Secretary 
CHARLES B. MURRAY, Chairm 
R. C. ALLEN W. 0. HOTCHKISS’ ve 
pe are PN eater Sti ee DWIGHT B, WOODeE TORE 
C. T. FAIRBAIRN CHARLES ® RAND Rass eects 


Blast Furnace 
WALTHER MATHESIUS, Chairman 


WILLIAM H. BLAUVELT ALEXANDER L. FEILD 

A. J. BOYNTON DORSEY A. LYON ED Wt enor 
D. T. CROXTON C. A. MEISSNER ‘"R. J. WYSOR 
AMBROSE N. DIEHL CHARLES P. PERIN o- 


Steel Manufacture 
BRADLEY STOUGHTON, Chairman 


FRANK D. CARNEY L. B. LINDEMUTH 
FRANK H. CROCKARD H. T. MORRIS WR SHiMGE 
HENRY D. HIBBARD WILLIAM J. PRIESTLEY A. A. STEVENSON 


Mechanical Treatment 
FREDERICK W. WOOD, Chairman 


rvGy BIGGOERT FRANK L. ESTEP A. T 
J. V. W. REYNDERS i re 
Foundry 
ARTHUR H. JAMESON, Chairman 
R. A. BULL R. F. HARRINGTON RICHARD MOLDENKE 


ENRIQUE TOUCEDA 


Chemistry, Physics & Metallography 
SD dee M. BOYLSTON, Chairman 


EDGAR C, BAIN . N. KRIVOBOK ALBERT SAUVE 
H. W. GILLETT F. C. LANGENBERG HAAKON STYRI 
M. A. GROSSMANN W. E. RUDER GEORGE B. WATERHOUSE 


ZAY JEFFRIES 


Open Hearth Steeel 


E. A. WHITWORTH, Chairman 
L. B. LINDEMUTH W. A. MAXWELL, JR. L. F. REINARTZ 
A. R. MAXWELL ALBERT W. SMITH 


2-Reduction and Refining of Copper 
E. P. MATHEWSON, Chairman 


LAWRENCE ADDICKS F. J. LONGWORTH Eee SOM 
JOHN F, AUSTIN RICHARD L. LLOYD HENRY A. TOBELMANN 
LOUIS V. BENDER O. C. MARTIN WILLIAM J. TURNER 
P. P. BUTLER A. G. McGREGOR GEORGE D. VAN ARSDALE 
STUART CROASDALE A. J. McNAB ARTHUR L. WALKER 
L. OGILVIE HOWARD P. A. MOSMAN A. E, WHEELER 
L. W. KEMP A. H. RICHARDS ALBERT E. WIGGIN 
MILO W. KREJCI L. D. RICKETTS C. 8S. WITHERELL 
FREDERICK LAIST FOREST RUTHERFORD 


3-Extraction and Refining of Precious Metals 


JOHN V. N. DORR, Chairman 
Ww. O. NORTH 


BENNETT R. BATES M. J. FAIRLIE 

A. L. BLOMFIELD DAVID L. H. FORBES EDWIN L. OLIVER 
DEAN S. CALLAND W. EARL GREENOUGH WALTER L. REID 
J. M. CALLOW CHARLES JANIN GEORGE W. STARR 
ALLAN J. CLARK Ss. F. KIRKPATRICK FRED WARTENWEILER 
GALEN H. CLEVENGER A. D. MARRIOTT, JR. A. J. WEINIG 
J. J. DENNY CHARLES W. MERRILL 


* The urpose of each committee is to further the development of the art and science and to obtain 
papers of High merit for discussion and publication by the Institute on the subject covered by the title 
of the committee. Personnel subject to acceptance by members named. 
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4—Reduction and Refining of Lead 
H. H. ALEXANDER, Chairman 


L. DOUGLASS ANDERSON KARL EILERS E. NEWNAM 
JESSE O. BETTERTON EDWARD H. HAMILTON WADSWORTH W. NORTON 
8. G. BLAYLOCK KUNO B. HEBERLEIN RUDOLPH PORTER 
E. E, DIEFFENBACH CARLE R. HAYWARD FRANK M. SMITH 
ARTHUR S. DWIGHT G. E. JOHNSON OTTO SUSSMAN 
L. G, EAKINS GEORGE A. MARSH 


5-Reduction and Refining of Zinc 


F. PIERCE, Chairman 


GEORGE 8. BROOKS WALTER R. INGALLS KURT STOCK 
C, P. FISKE ARCHIBALD JONES GEORGE C. 8TONE 
H. W. GEPP FREDERICK LAIST OTTO SUSSMAN 
HARRY ADAM GRINE R. M Oe OTe U. C. TAINTON 
JULIUS W. HEGELER Pip ae SINN LELAND E. WEMPLE 
HAROLD G. HIXON . M. OYHARRA D. C. WRAY 


6-Reduction and Refining of Uncommon Metals 


H W. GOULD 
R. B. MOORE, Chairman FRANK L. HESS pda! L. OLIVER 
FRANK L. ANTISELL W. SPENCER HUTCHINSON B. D. SAKLATWALLA 
CHARLES BUTTERS SAMUEL COLVILLE LIND CARL ef aay ns 
CHARLES H. FULTON GEORGE L. NORRIS Cc. Y. WANG 
ERNEST GAYFORD J. P. BONARDI, Secretary WILLIS R. WHITNEY 


7-Coal and Coke 


HOWARD N. EAVENSON, Chairman DOUGLAS BUNTING, Vice-chairman 
RAY W. ARMS G. B. HADESTY CHARLES G. MORGAN 

WILLIAM H. POET. ROBERT HAMILTON EDWARD W. PARKER 
D. J. CARROLL L. S. HOLSTEIN ROBERT A. QUIN 
ANDREW B. CRICHTON ALBERT B. JESSUP GEORGE S. RICE 
Ss. D. DIMMICK F. F. JORGENSEN C. W. SMITH 
T. M. DODSON C. E. LESHER JOHN I. THOMPSON 
CHARLES DORRANCE, JR CHESTER M. LINGLE J. B. WARRINER 
H. S. GEISMER HARRY WILLIAM MONTZ A. C. WATTS 


8—Non-metallic Minerals 


H. RIES, Chairman OLIVER BOWLES, Se 

L. K. ARMSTRONG HOYT 8. GALE DAVID Bt NE BWLAND 
GEORGE H. ASHLEY RAYMOND B. LADOO C. PHALEN 
R. J. COLONY e ROBERT LINTON N. a “ROCKWOOD 
HOWELLS FRECHETTE E. 8. MOORE FRANK A. WILDER 


9-Ground Movement and Subsidence 


ish, iG: Key Chairman . 0. HOTCHKISS 

ays c. B. LAKENAN MILNO 

GEORGE ASHLEY F. W. MACLENNAN FREDERICK We SEERE 
DOUGLAS BUNTING BRUCE A. MIDDLEMISS A. C. STODDARD 
LOUIS 8S. CATE i. THOMAS H. O’BRIEN JOHN M. SULLY 
ELI T. won EDWARD O’TOOLE Pen TILLSON 
HOWARD N FAVENSON SIDNEY PAIGE E. TREICHEDN 
HORACE REYNOLDS GRAHAM ROBERT E. PALMER Cc. E. BU AN ORSTRAND 
LESTER E. GRANT FRANK H. PROBERT POPE YEATMAN 


GEORGE §S. RICE, Secretary L. E. YOUNG 
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10-—Mining Methods 
M. RAYMOND, Chairman 
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R. 
B. B. GOTTSBERGER, ‘Associate Chairman 


H. FOSTER BAIN 

W. R. CRANE 

HOWARD N. EAVENSON 
H. A. GUESS 

JOHN E. HODGE 


ROBERT LINTON 


DEVER C. ASHMEAD 


THOMAS H. CLAGETT 
FRANK HAAS 


(Shh 
NORMAN 


BERRIEN 
B. BRALY 


LOUIS S. CATES 

J. H. HENSLEY 

IRA B. JORALEMON 
HENRY KRUMB 


JOHN KNOX 


TRUMAN H. ALDRICH 
CLARENCE E. ABBOTT 
C A. BARABE 
S_R. ELLIOTT 
EDWARD W. HOPKINS 


HENRY A. BUEHLER 
ALLAN B. CALHOUN 


R. M. CATLIN 
STANLY A. EASTON 


anes R. BRADLEY 
A. BURGESS 
GEORGE E. COLLINS 


WILLARD A. COLE 
WILLIAM B. DALY 
JOHN A, FULTON 


Advisory Committee 


W. 0. HOTCHKISS* 
SIDNEY J. JENNINGS 
SEELEY W. MUDD 

R. V. NORRIS 
FRANK H. PROBERT. 


Classification 
F. W. SPERR, Chairman 


Anthracite Coal 


Rs NORRIS, Chairman ¥ 
DOvGras BUNTING 
J. B. WARRINER 


Bituminous Coal 


HOWARD N. EAVENSON, Chairman 
DON 


ALD H. McDOUGALL 
M. F. PELTIER 
GEORGE 8. RICE 


Copper-Northwes 


WILLIAM B. DALY, Chairman 
JAMES L. BRUCE 
JOHN GILLIE 


Copper-Southwest 


GERALD F. SHERMAN, Chairman 
C. B. LAKENAN 
CHARLES A. MITKE 
ARTHUR NOTMAN 
M. OTAGAWA 


Copper-Lake Superior 
FRED W. DENTON, Chairman 


Iron 


DONALD B. Sees Chairman 
EARL E. BN ER 
CHARLES F, JACKSON 
CHARLES E. LAWRENCE 
F. U. NELSON 
EMERSON D. McNEIL 


Lead and Zinc 


ARTHUR THACHER, Chairman 
CECIL FITCH 
WALTER FITCH 
H. A. GUESS 
ROBERT S. LEWIS 


Precious and Rare Metals 


GEORGE A. PACKARD, Chairman 
JOHN A. FULTON 
EDWIN HIGGINS 
W. SPENCER HUTCHINSON 


Sampling and Estimating 


IRA B. patent Chairman 
ins GOTTSBERGER 

ish 6. eee ks 

HENRY KRUM 

CHARLES A. MITKE 


Non-metallic, Minerals 
H. RIES, Chairman | 


JOHN UNO SEBENIUS 
GEORGE OTIS SMITH 
EDWARD SPURR 


WILLIAM Y. WESTERVELT 


POPE YEATMAN 


R. M. RAYMOND 


HERBERT D. KYNOR 


SAMUEL A. TAYLOR 
Cc. M. YOUNG 


FRANK A. KENNEDY 


H. DeWITT SMITH 
JOHN M. SULLY 
ROBERT E. TALLY 


W. H. SCHACHT 


W. J. PENHALLEGON 
HARRISON SOUDER 
FRANCIS J. WEBB 
CARL ZAPFFE 


JAMES F. McCARTHY 
PHILIP N. MOORE 
FRANCIS A. THOMSON 
BENJAMIN F. TILLSON 


JOHN G. KIRCHEN 
HUGH ROSE 


BASIL PRESCOTT 
J. F. WOLFF 
PHILIP D. WILSON 
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11-Mining Geology 


BURCHARD, Chairman 
FREDERICK J, ALCOCK re me GRATON 
GEORGE H. ASHLEY ORGE H. GARREY 
SYDNEY H. BALL DONNEL F. HEW 
J. AUSTEN BANCROFT O 
EDSON 8. BASTIN i 
H. A. BUEHLER JAMES 
EDWIN J. COLLINS 
G. B. CORLESS 
HAROLD E. CULVER ALFRED C. LANE 
EDWIN E. ELLIS WALDEMAR ANDGREN 


12-Mining Equipment 


GRAHAM BRIGHT, Chairman 
W.L, AFFELDER HARRY C. GOODRICH 
HENRY S. GEISMER R. E. HOBART 


B, KISER 


13-Mine Ventilation 


GEORGE S8. RICE, Chairman 


E. A. HOLBROOK, Secretary 
CLARENCE E. ABBOTT WwW. O. HOTCHKISS 


WILLIAM H, BLAUVELT G. R. JACKSON 
EDWARD §&, BUGBEE SIDNEY J. JENNINGS 
LOUIS S. CATES MACK C, LAKE 
THOMAS H. CLAGETT JAMES F. McCARTHY 


W. L. CUMINGS SEELEY W. MUDD 
’g. GEISMER E. W. PARKER 
Sub-committees 
Coal Mining 
FRANK HAAS, Chairman 
HOWARD N. EAVENSON J. W. PAUL 
CHARLES ENZIAN 
Metal Mining 


B. B. GOTTSBERGER, Chairman 
STANLY A. EASTON 


Ww. 8. BOYD 
w.B. DANIEL HARRINGTON 


Physiological Studies 


R. R. SAYERS, hears 
WwW. D. BRENNA 
J. J. FORBES 


Cc. L. BERRIEN 


Ventilation Physics 


ALFRED C. CALLEN, Chairman 
THOMAS FRASER 
GEORGE E. McELROY 


RAY W. ARMS 
JAMES T. BEARD 


Fans 


LOUIS W. HUBER GRAHAM BRIGHT, Chairman 


R. J. COLONY, Secretary 
BENJAMIN L. MILLER 
ELWOOD 8. MOORE 
WILBUR A. NELSON 
JOSEPH HYDE PRATT 
HEINRICH RIES 
RENO H. SALES 

FRED SEARLS, JR 
CHARLES H. WHITE 
RUSH J. WHITE 


L. F. MITTEN 
VERNON 8. ROOD 
HUMPHREY D. SMITH 


FRANK H. PROBERT 
ROBERT M. RAYMOND 
E, J. RISTEDT 
GERALD SHERMAN 
CECIL W. SMITH 
ROBERT E. TALLY 
THOMAS D. THOMAS 


J. J, RUTLEDGE 
C. M. YOUNG 


CHARLES A. MITKE 


A. J. LANZA 


RICHARDSON 
WALTER 8. WEEKS 


L, F. MITTEN 


14-Conservation of Mine Timber 


CHARLES H. MacDOWELL, Chairman 


R. L. ADAMS ERLE V. ee 
Ww. F. AFFELDER A. B. FOOT 

R. V. AGETON 15 1b, HASLER 

Ww. L. CUMINGS R. R. HORNOR 
HENRY S. DRINKER E. A, HOLBROOK 


GEORGE R. JACKSON 


PENHALLEGON 
JOSEPH HYDE PRATT 
GERALD F. SHERMAN 
GEORGE 8. RICE 
R. G. WAYLAND 


R. C, ALLEN 
PAUL ARMITAGE 


ROB 
JOHN V 


PAUL W. AVERY 

EARL 8. BARDWELL 
JOHN W. BELL 

C. H. BENEDICT 
FRANCIS L. BOSQUI 
FREDERICK W. BRADLEY 
D. G. BROWNE 

H. KENYON BURCH 
DEAN S, CALLAND 

JOHN M. 


ARTHUR CROWFOOT 
FRED 8. CURTIS 
ERLE V. 


RUDOLPH GAHL 


NEWELL G. ALFORD 
ALEXANDER C. BEESON 
HAROLD O. BOSWORTH 
WILL L. CLARK 
WILLIAM H. COBURN 
we C. Ae ae 

F, COLCO 
& Ai. GCOLVOCORESSES 
CLEVELAND E. DODGE 
J. V. N. DORR 
H. S. GILBERTSON 
CHARLES W. GOODALE 


L. D. FRINK 
JOHN L. BOARDMAN 


G. M. GILLETTE 


Ww. R. CHEDSEY 


STANLY A. EASTON 


-_N. DORR, Vice-chairman 
FREDERICK LAIST, Vice-chairman 
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15—Mine Taxation 


CORNELIUS F. KELLEY, Chairman 


aa E. DAVIS 
H. FERNALD 
WILLIAM B. GOWER 


NORRIS 
WALTER WOOD 


16-Milling Methods 


ERT H. eee Honorary Ch 
GALEN H. CLEVENGER, Ghuisman a” 
CHARLES E. LOCKE, V1ce-chairman 
JOHN GROSS, Secretary 


Sears ~ GATES T. M. OWEN 
HOW: C. Q. PAYNE 
Hi A Gunss JOHN B. PORTER 
R. 8S. HANDY OL a C. RALSTON 
HENRY HANSON RICKETTS 
H. W. HARDINGE we x. ROSSBERG 


LEWIS G. ROWAND 


ERNEST A. HERSAM 
THEODORE SIMONS 


THEODORE J. HOOVER 


MICHAEL H. KURYLA E. T. STANNARD 
C. B. LAKENAN WALTER G. SWART 
LUTHER W. LENNOX ARTHUR F. TAGGART 


ROBERT 8. LEWIS ARTHUR THACHER 


D. A. LYON GEORGE D = VAN ARSDALE 
A. D. MARRIOTT, JR. A. J. WEINIG 
CHARLES W. MERRILL ALBERT i, WIGGIN 
LOUIS D. MILLS R. B. YERXA 


HENRY S. MUNROE 
EDWARD H. NUTTER 


17-Industrial Relations 


ARTHUR NOTMAN, Chairman 
SIDNEY ROLLE, Secretary 


H. D. PALLISTER 
J. W. PAUL 

JAMES C, REA 
EDGAR RICKARD 
ALLEN H. ROGERS 
L. K. SILLCOX 
ROGER W. STRAUS 
ROBERT E. TALLY 
J. EDWARD SPURR 
W. ROGERS WADE 
F. G. WALLOWER 
REUBEN WEBSTER 


B. BRITTON GOTTSBERGER 
. N. HOUSER 

Ss. PEMBERTON HUTCHINSON 
Ss. J. JENNINGS 
FREDERICK LAIST 

Cc. B. LAKENAN 

A. J. LANZA 

ROBERT LINTON 

HORACE F. LUNT 

H. G. MOULTON 

HAROLD 8S. MUNROE 


Employment and Industrial Organization 


EUGENE F. IRWIN, Chairman 
HORACE MOSES W. G. McBRIDE 


Safety 


B. F. TILLSON, Chairman 
R. DAWSON HALL 
D. HARRINGTON 


JOHN T. RYAN 


Education 
RUSH N. HOSLER 
Cc. R. HOOK 
Physical and Mental Factors in Industry 
R. R. SAYERS, Chairman 


H. M. WOLFLIN 


T. T. READ 
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18-Accounting Methods 
H. B. FERNALD, Chairman 


JOHN A. CHURCH, JR. R. VAN A. NORRIS, JR. H. T. VAN ELLS 
A. 0. IHLSENG ’ ROBERT M. RAYMOND GEORGE F. WOLFF 


19-Engineering Education 


WILLIAM KELLY, Chairman 


STANLY A, EASTON DORSEY A. LYON ROBERT E. TALLY 
LOUIS S. CATES ALLEN H. ROGERS E. E. THUM 
W. J. LORING Cc. M. WELD 


20-Production and Use of Silver 


CORNELIUS F. KELLEY, Chairman 


F. H. BROWNELL W. MONTAGUE FERRY F. Y. ROBERTSON 
JOHN G. KIRCHEN 


Professional Divisions 


I—Institute of Metals Division* 


GEORGE K. ELLIOTT, Chairman 


GEORGE C. STONE, Vice-chairman WILLIAM M. CORSE, Secretary-treasurer 
Executive Committee 

D. K. CRAMPTON SAMUEL L, HOYT R. L. SUHL 

Ww. K. FRANK ZAY JEFFRIES A. E. WHITE 

H. W. GILLETT H. C. JENNISON R. F. WOOD 


STANISLAUS SKOWRONSKI 


II—Petroleum Divisiont 


» F. JULIUS FOHS, Chairman 
EDWARD L. ESTABROOK, Vice-chairman C. P. WATSON, Secretary-treasurer 


Industrial Preparedness 
To Codperate with the U. S. War Department 


General Committee 
ARTHUR 8S. DWIGHT, Chairman 
H FOSTER BAIN 


C. K. LEITH 
H. 8. MULLIKEN Alternate GEORGE OTIS SMITH POPE TEATNAR 


* The purpose of this division is to obtain f hi i icati i 
Bearer ci catiastallsevavics acs tere asd high merit for publication by the Institute on the 


The purpose of this division is to obtain papers of high i icati i 
x L r gh merit for publication by t 
production, transportation, refining and utilization of petroleum and ite products. eae Ne aree 
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Sub-committees 
Chrome Mercury 
ALBERT ee Chairman GEORGE J. ESAS Chairman 
E. F. BURCH A aes INNE 
FRANK PROBERT tRANSOME® 
Vanadium Graphite 
SPENCER HUTCHINSON, Ch BEN 
wrote BOERICRE airman ae ON teen LzR. Te Chairman 
F. L. HESS HENRY A. WENTWORTH 
Platinum ‘ - . Petroleum 
Esher F. KEENE, Chairman C. VEATCH, Chairman 
J. HILL VAN H. MANNING 
JOSEPH A. SCHLOSS CHESTER W. WASHBURNE 
DAVID WHITE 
Tungsten Tin 
FRED W. apa Chairman G. T. BRIDGMAN, Chairman 
= H. HERSHE H. H. ALEXANDER 
e(ez McRENNA 
Manganese 
C. M. WELD, Chairman 
J. W. FURNESS ROBERT LINTON V. REYNDERS 
D. F. HEWETT JOHN A. MATHEWS BRADLEY. STOUGHTON 


Societies, Boards, Etc., on Which Institute Has 
Representation 


United Engineering Society 


WILLIAM L. SAUNDERS, President 
ALFRED D. FLINN, Secretary 


H. PEGRAM, Ist Vice-president 
Pepe REYNDERS. bd Wiceoreiiens rie JACOB 8S. LANGTHORN, Treasurer 
HENRY A. LARDNER, Assistant Treasurer 


Finance Committee 


GEORGE H. PEGRAM, Chairman 


VIES BANCROFT GHERARDI WwW. F. M. Goss 
A a WILLIAM L. SAUNDERS, ex-officio 


House Committee 


ALFRED D. FLINN, Chairman 


RPLESS* GEORGE T. SEABURY¢ F. L. HUTCHINSON? 
FREDERICK F. SHA GALVIN W. RICEt 


Trustees 
4 : i 28 
Until January, 1926 Until January, 1927 Until January, 19 
LEWIS D. RIGHTS¢ WILLIAM J. WILGUS¢ 
iv W. REYNDERS® WALTER H. ALDRIDGE* J. VIPOND eee 
W. F. M. GOSST ROY V. WRIGHTT WILLIAM L. SAUND i 
HENRY A. LARDNER{ H. H. BARNES, JR.t BANCROFT GHERARDIt 


Committee on Entrance Hall and Memorials 
BANCROFT GHERARDI,{ Chairman 


J. V. W. REYNDERS* W. F. M. GOSST WILLIAM J. WILGUS¢ 
Le 
“A, I. M. E. 7A. 8S. M. E. ¢A. 8. C. EB. PA. I. E. EB. 
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Library Board of United Engineering Society 


SYDNEY H. BALL, Chairman 
EDWARD D. ADAMS, Vice-chairman HARRISON W. CRAVER, Secretary 


Executive Committee 


. W. N EDWARD D. ADAMS LINCOLN BUSH 
Te a awe JOHN H. JANEWAY 


Members 

SYDNEY H. BALL* WALTER E. SPEAR¢ CALVIN W. RICEt 
GEORGE C. STONE* H. CONSTANTS E. B. CRAFT 
ALEXANDER C. HUMPHREYS* GEORGE T. SEABURY¢ EDWARD D. ADAMS 
JOHN H. JANEWAY W. C. WETHERILL{ Ww. I. SLICHTER 
FREDERICK PF. SHARPLESS* HENRY A. LARDNERt{ A. W. KIDDLE 
LINCOLN BUSH¢ PERCY H. THOMAS} F. L. HUTCHINSON 
C. W. HUBBELL¢ WwW. W. MACONt 


Engineering Foundation 


L. B. STILLWELL, Chairman 
EDWARD D. ADAMS, Ist Vice-chairman JACOB S. LANGTHORN, Treasurer 
ELMER A, SPERRY, 2d Vice-chairman ALFRED D. FLINN, Director 


Executive Committee 
L. B. STILLWELL, Chairman 


EDWARD D. ADAMS GEORGE A. ORROK ARTHUR L, WALKER 
ELMER A. SPERRY 


Board 


Trustees of United Engineering Society 


J. VIPOND DAVIES* GEORGE H. PEGRAM¢ BANCROFT GHERARDIt 
W. F. M. GOSSt 


Members Nominated by Founder Societies 


ARTHUR L. WALKER* ROBERT RIDGWAY®¢ GANO DUNNt 
H. M. BOYLSTON* ARTHUR M. GREENE, JR.t+ L. B. STILLWELL} 
EDWARD D. ADAMS¢ GEORGE A. ORROK{ 


Members at Large : 
ELMER A. SPERRY CHARLES F. RAND ARTHUR D. LITTLE 
Ex-officio, President of United Engineering Society 
WILLIAM L. SAUNDERS 


Society for Promotion of Engineering Education 


A. I. M. E. Representatives on Board of Investigation and Coordination 


WILLIAM KELLY ALLEN H. ROGERS 


American Engineering Standards Committee 


C. E. SKINNER,t Ch 
CHARLES RUFUS HARTE,! Vice-chairman fen PGA P. G. AGNEW, Secretary 


GEORGE C. STONE* H. H. QUIMBY STANLEY 

GRAHAM BRIGHT* MILO 8. KETCHUMS Hn 5. OSBORNE 
GEORGE E, THACKRAY* FRED E. ROGERS+ H. M. HOBARTt 
CHARLES A. MEAD¢ CLOYD M. CHAPMAN} 


Alternates Representing A. I. M. E.:—RICHARD L. LLOYD; HARLOWE HARDINGE 
Also representatives of other technical societies, Government departments and industrial associa- 


tions. 
Mining Standardization Correlating Committee 


Av I EA 
GRAHAM BRIGHT etic H. N. EAVENSON 


*A. I. M. E. TA. 8. M. E, fA. I.E. E, oA. 8. C. E. 1 Amer. Elec. Ry. Assn. 


REPRESENTATIVES IN OTHER ORGANIZATIONS po db 


Division of Engineering and Industrial . Research 
National Research Council 


FRANK B. JEWETT, Chairman 


GEORGE K. BURGESS, Vice-chairman MAURICE HOLLAND, Director 
seer ers ees, Vice-chairman WILLIAM SPRARAGEN, " Secretary 
E RoI. PIGOTT D 1 
W. SPENCER HUTCHINSON* G. A. OREO r ¥ peace . WW, Davis: 
WILLIAM H. BASSETT* CALVIN W. RICEt ACHMAN? 
hs F, SHARPLESS* H. H. PORTER¢ F, PrUD  ANDEROON 
E. RICH, JRt We kK BATTS F. E. MATHEWS‘ 
BANCROFT’ ot esau HENRY GOLDMARK¢/ HENRY M. HOBARTS 
E. KENNELLYt Sal eewee SEABURY¢ EDMUND O. SCHWEITSER® 
£ L. HUTCHINSONY A. CAPP Pit A. E. WHITE? 
ALBERT KINGSBURY+T GUTLTIAEM AERTSEN?Tt 
Members at Large 
EDWARD D ADAMS SULLIVAN W. JONES eles BES a 
GEORGE K. BURGESS PAUL M. LINCOLN MOORE 
ee R. FREEMAN ELBERT C. LATHROP HERMANN von BCHRORE 
. H. FULWEILER ARTHUR D. LITTLE AMBROSE SWASEY 
A "P. GILLIGA AN CHARLES F. LOWETH 19s ee Via oy eleyal 
FREDERICK L. HOFFMAN THOMAS H. MacDONALD E. D, WALEN 


Naval Consulting Board 
THOMAS EDISON, President 


WILLIAM L. SAUNDERS,* Chairman B. B. THAYER,* Vice-chairman 
THOMAS ROBINS,? Secretary 

NV R. EMMETT LAWRENCE ADDICKS}0 DAVID W. BRUNTON! 

SPENCER MILLER{ ELMER A. SPERRY}?! HOWARD E. COFFIN15 

FRANK J. SPRAGUEt BION J. ARNOLD?!2 ANDREW L. RIKER} 

ALFRED CRAVEN¢ L. H. BAEKELAND!2 HUDSON MAXIM" 

ANDREW M. HUNT¢ W. R. WHITNEY!2 MATTHEW B. SELLERS14 


M. R. HUTCHINSON® 


John Fritz Medal Board of Award 


FRED J. MILLER,+{ Chairman ALFRED D. FLINN, Assistant Secretary 
GEORGE 8S. WEBSTER,¢ Secretary ARTHUR 8. DWIGHT,* Treasurer 
HERBERT HOOVER* CHARLES S. LOWETH¢ FARLEY OSGOODt 
WILLIAM KELLY* C. E. GRUNSKY¢ WILLIAM McCLELLANt{ 
CHARLES F. RAND* H. B. SARGENTT HARRIS J. RYANt 
JOHN R. FREEMAN? FRED R. LOW+ FRANK B. JEWETTt{ 


W. F. M. GOSST 


Joseph A. Holmes Safety Association 


Executive Committee 


WwW. H. BIXBY J. F. CALLBREATH 
ie pea sed GEORGE 8S. RICE* WILLIAM GREEN 
se JOHN L. LEWIS 


Hero Medal Committees 


Mining and Quarrying Industries 


ROBERT LINTON EDGAR WALLACE J. W. PAUL 


Metallurgical and Other Industries 


GALEN H. CLEVENGER JOHN TURNEY VAN H. MANNING 


SAME E oA Se Het Aw i Be a pAL 5. Ce EA tia. SLs 
9 Inventors’ Guild. 
eee ee EEA Engrs. 10 ea lala abe oe 
11 : . Aeronaut. Engrs. 
3 Amer. Soc. Heat. and Vent. Engrs. eet poee ri 


5 frig. Engrs. 
Piteee B00: fee abs. 13 War Ses etre hk 
14 Amer. Aeronaut. Soc. 
niles peep early 15 Amer. Soc. Automot. Engrs. 


7Amer. Soc. for Steel Treating 
8 Appointed by Sec. of Navy. 


XXX REPRESENTATIVES IN OTHER ORGANIZATIONS 


American Association for Advancement of Science 


A. I. M, E. Representatives 
_WALDEMAR LINDGREN ALBERT SAUVEUR 


Also representatives of about forty other associations. 


Washington Award Commission 
EDGAR 8. NETHERCUT, Secretary 


Cen aGE H. MacDOWELL* HERBERT S. PHILBRICKt J. L. HECHT$§ 

COPELAND* CHARLES R. RICHARDST We ee erie 
JOHN PRICE JACKSONt D. H. MAURY § CLARK § 
CHARLES F. SCOTTY C. A. MORSE$ GEORGE Wy. HAND$§ 
R. C. MARSHALL, JR.¢ W. L. ABBOTT$ PAUL WESTBURG$§ 
W. H. FINLEY¢ ANDREWS ALLEN§ 


-Franco-American Engineering Committee 


(Organized 1919 to foster engineering relations between France and America) 


GEORGE F. SWAIN¢ ARTHUR S. DWIGHT* iced, Pitre t as: 
F. G. COTTRELL* CHARLES T. MAIN[ UNTt 
GEORGE W. FULLER} 


American Bureau of Welding 


A. I. M. E. Representative 
BRADLEY STOUGHTON 


Joint Conference Committee of Founder Societies 


J. V. W. REYNDERS,* Chairman 
FREDERICK F. SHARPLESS, * Secretary 


ROBERT RIDGWAY¢ W. F. DURANDt FARLEY OSG 
GEORGE T. Seg CALVIN W. RICHY AeA ES HUTCHINSON! 


EI a yl “oe « Be Pye 7c E. B. Th Ss. C. ED § Western Soc. Engrs. 


PROCEEDINGS 
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Birmingham peeling. 1924 


THE 130th Meeting of the Institute was held at Birmingham, Ala., Oct. 
13 to 15, with visits to other mines and districts, There were 71 eee 
and guests on the special train from Washington; 55 from outside of Bir- 
mingham and 183 local members and guests made the total registra- 
tion 309. 

The party assembled at the New Willard Hotel, Washington,’D.C. ,on 
the afternoon of Oct. 7. The men visited the Bureau of Standards ond 
the Bureau of Mines; the women enjoyed an automobile sightseeing trip 
around Washington. In the evening a banquet was given by the Wash- 
ington Section. George S. Rice, chief mining engineer of the Bureau of 
Mines, presented the Hon. Herbert Hoover as toastmaster; the speakers 
were President William Kelly and Past-President Arthur S. Dwight. 
The dinner was followed by dancing until midnight, when the party left on 
the special train for the South. The next day was spent in visiting the 
Luray Caverns and the Grottoes in the Shenandoah Valley. 

Wednesday evening the special train arrived at Roanoke where a brief 
reception was held at the Hotel Roanoke and plans were outlined for the 
coal mines trip thefollowingday. Edmund C. Pechin, one of the two living 
Founder Members of the Institute, resides within 20 miles of Roanoke 
but could not be present to greet the members. He is approaching his 
90th year and, although in good health, could not attend the reception 
because it occurred in the evening. He would have done so, had it been 
held in the afternoon. Cordial greetings were sent to him by the mem- 


bers present. 
Visit AT BLUEFIELD 


Thursday found the party at Bluefield, W. Va., by invitation of 
the Pocahontas Operators Association. An illustrated booklet giving 
the geology and history of the Pocahontas district and a mile to mile 
itinerary of the 90-mile automobile trip through the coal fields, was dis- 
tributed. In the booklet was an extract from the proceedings of the 
meeting of the Institute held in Roanoke, Va., in 1883, and a list of the 
members present at that meeting. John Graham, who was Drront at 
that meeting, was one of the hosts this year. Col. Edward O poole was 
a most excellent host at the U. S. Steel Corpn.’s headquarters at Gary. 


Visit at Mascot AND CoPpPpERHILL 


Mascot, Tenn., was reached on Friday morning, the 10th. The 
party alighted on ite property of the American Zine Co., where a large 


XXXIV ~ BIRMINGHAM MEETING, 1924 


tent served as an office for any requiring such service. A nicely printed 
program of the day and a visitor’s card to the Cherokee Country Club 
were given to each member of the party, through the courtesy of J. H. N. 
Houser, general manager of the Tennessee Copper Co. The Tennessee 
Geological Survey had prepared and labeled for each member a package 
containing a marble bulletin, a zinc map, a state map, and a mineral 
map. The party was then conducted underground where the mining 
methods were explained by H. A. Coy, mine superintendent. A trip 
was made through the jig and flotation plants, after which the party was 
taken to Community Hall for luncheon. At each cover was placed a 
carton containing a bottle of white zinc oxide and one with jig and flota- 
tion tailings, souvenirs of the American Zine Co.; also a black leather 
sack filled with Mascot lime, by the American Limestone Co., of Knox- 
ville. Brief addresses of welcome were given by H. I. Young, the 
manager, and H. A. Coy; they were responded to by President Kelly and 
Arthur Thacher. 

In the afternoon, the golfers were taken to the Country Club; the 
rest of the party were either taken on sightseeing trips through the city 
of Knoxville or to the various famous marble quarries within a radius of 
15 or 20 miles and to the mill of the Knoxville Marble Co., where cutting 
and polishing the marble was shown and paper weights of polished marble 
were distributed. 

In the evening, there was a formal dinner at the Whittle Springs 
Hotel. Col. William 8. Shields, president of City National bank, was 
toastmaster. Director Frank Bane, of the Department of Public 
Welfare, welcomed the guests to the city. Other speakers were President 
William Kelly, Dr. Harcourt A. Morgan, president of the University 
of Tennessee; Past-President P. N. Moore, of St. Louis, and Wilbur 
Nelson, state geologist. 

Saturday morning, the special train left Knoxville and arrived at 
Copperhill at noon. An attractive eight-page folder, describing the 
plant and operations to be visited, and a train schedule to the various 
places were distributed as the members of the party left their train for 
the special train of the Tennessee Copper Co., which took the party to 
the plant. Luncheon was served in the clubhouse of the Cowanee Club 
of the Tennessee Copper Co. At each cover was a large ash tray of 
T. C. Co. blister copper as a souvenir. J. N. Houser welcomed the 
party to Copperhill; his toast was responded to by President Kelly and 
K. F. Eurich, who told of the camp and plant as they were when he was 
employed here just after his graduation in 1866. After luncheon, the 
party visited the London shaft and flotation plant, then the McPherson 
shaft of the Burra Burra mine where some went underground while the 
rest visited the smelter and acid plant at Copperhill. 
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CHATTANOOGA AND BIRMINGHAM 


Sunday morning, the party arrived in Chattanooga. The Engineers’ 
Club of that city provided automobiles for trips to the battlefields at 
Lookout Mountain, Missionary Ridge, and® Chicamauga and conveyed 
the party to the Signal Mountain Inn for luncheon. 

Sunday night, the special train reached Birmingham. Very attrac- 
tive and elaborate booklets, entitled “A Little Journey in the Birming- 
ham District,” and “Mining and Steel Making Methods in Alabama,” 
published by the Tennessee Coal, Iron & Railroad Co., together with 
tickets for all the functions, were distributed to the members and guests 
as they registered. 


TECHNICAL SESSIONS 


Monday was devoted to technical sessions held at the meeting head- 
quarters at the Tutwiler Hotel. 


MORNING SESSION 
Chairman, George Gordon Crawford 


Coal Washing Practice in Alabama. H.S8. Grrsmmr. 
Byproduct Coking in Alabama. F. W. Miniter. 
Alabama Coal Mining Practice. Munron H. Fixs. 


AFTERNOON SESSION 
Chairman, Frank H. Crockard 


Blast-furnace Practicein Alabama. H. E. Mussry. 

Steel Makingin Alabama. Jamms Bowron. 

Production of Ferrophosphorus in the Electric Furnace. THropoRE Swann. 
Manufacture of Ferrophosphorus at Rockdale, Tenn. JAmus A. Barr. 
Manufacture of Cast-iron Pipe inthe South. Ricnarp MoLpENKE. 


EVENING SESSION 
Chairman, T. H. Aldrich, Sr. 


Economic Geology of the Birmingham District, Alabama. Ernusr F. Burcuarp 


and CHARLES Burts. 
Red Iron Ore Mining Methods in the Birmingham District. W.R. Cranu. 
Roof Support in the Red Ore Mines of the Birmingham District. W. R. CRANE 


VISITS IN THE BIRMINGHAM DISTRICT 


Tuesday and Wednesday the entire party was taken by special 
trains, provided by the Alabama Mining Institute, to many of the 
mines and plants. A barbecue was given at Bayview by the Ten- 
nessee Coal; Iron & Railroad Co., and on Wednesday another was given 
at the Phoenix plant of the Phoenix Portland Cement Co. 


XXXVI * BIRMINGHAM MEETING, 1924 


Tuesday night there were two dinners at the Tutwiler. One was 
for those interested in the subject of industrial relations; the other 
was given by the Directors of the Institute and many younger members 
of the Institute were among the guests. At the latter, there was a 
general discussion of Institute affairs and concrete suggestions for progress. 
Following the dinners, in the Phillips High School Auditorium, the Colored 
Concert Choir of the Sixteenth Street Baptist Church rendered a program 
of southern songs in a dialect and manner new to the northern visitors. 
Moving pictures of the diversified interest and activities of the district 
were shown by the Alabama Power Co. 

Wednesday night, a banquet and a dance were given at the Birmingham 
Country Club by the Alabama Mining Institute. George G. Crawford 
was toastmaster and his welcome to Birmingham was responded to by 
President William Kelly. The principal speaker of the evening was 
J. V. W. Reynders, first vice-president of the Institute. 

John MacLeish, Director of Mines Branch, Department of Mines of 
Canada, was the last speaker; he voiced his appreciation of the Birmingham 
district and conveyed the felicitations of the Canadian Mining Institute, 
which he represented. 

Thursday afternoon was spent inspecting the Wilson Dam and U. 8S. 
Nitrate Plant at Muscle Shoals. 


‘of Metals Division } Meeting | 


“ re al PAP 


dolerite of the Institufe of Metals Division and the bat 
u drymen’s Association was held at Milwaukee, Wis., Ss 
i t the Non-ferrous Metals Session, the following papers” 


Casting and Heat ‘Treatment of Some Aluminum-Copper-Magnesium IN Sam- 
 ‘UEL matalpe Ald. ie and J. B. Jonnson. 
q O. W. Extis and D. A. 


ore Formed on Corroded Metals and Alloys. Grorar M. Enos and Roserr p, 
ary: ANDERSON. ti 
Hardness of Heat-treated Aluminum Bronze. Grorae F. Comstock. 3 i 
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New York Meeting, 1925 


Tur 131st meeting of the American Institute of Mining and Metal- 
lurgical Engineers was held in New York on Feb. 16 to 20, 1925, with a 
larger registration than at any previous meeting, the total being 1320. 

Dr. John A. Mathews, of New York, delivered the Henry M. Howe 
Memorial lecture; the title of his lecture was ‘““Austenite and Austen- 
itic Steel.” 

Dr. Carl Benedicks, of Sweden, delivered the annual lecture of the 
Institute of Metals Division; the title of his lecture was “Studies on the 
Corrosion of Condenser Tubes with Special Reference to Hot-wall Action 
and Segregation.” 

Considerable interest was shown in the various symposiums. The 
annual symposium on petroleum is now looked forward to by all persons 
interested in oil and gas. The coal and coke symposium aroused so 
much discussion that an extra session was necessary for the presentation 
of the papers. At joint sessions with the Mining Section of the National 
Safety Council, under the auspices of the Industrial Relations Com- 
mittee, rock dusting was discussed. 

A joint meeting with the Mining and Metallurgical Society of America 
and the Mining Section of the National Safety Council was held. 

The Committee on Mine Ventilation held its first meeting at which 
it discussed ways of attaining the purposes for which it was formed. 
Special luncheons and dinners were held by the Mining Methods Com- 
mittee, which was followed by a general conference; Milling Methods 
Committee, Industrial Relations Committee, Iron and Steel Committee, 
and the Institute of Metals Division. 

At the annual business meeting on Feb. 17, the following ticket was 
elected, and the reports of the President, Treasurer, and Secretary were 
presented: 


J. V. W. Reynders, Director and President; John L. Agnew, Director and Vice- 
President; Ralph H. Sweetser, Director and Vice-President; Sydney H. Ball, Director; 
George D. Barron, Director; William H. Bassett, Director; J. M. Callow, Director; 
Charles F. Rand, Director. 


HK. De Golyer was elected First Vice-President; Charles F. Rand, 
Treasurer; Frederick F. Sharpless, Secretary; and Perey E. Barbour, 
Assistant Secretary, at the meeting of the Directors on Tuesday evening. 

The Local Sections representatives met at 10 o’clock on Wednesday 
morning for the usual exchange of views regarding local section activities. 
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This meeting has become increasingly interesting and this year an extra 
session was held immediately after luncheon. 

As usual a buffet luncheon was served each noon at the Institute 
Headquarters, members of the Woman’s Auxiliary participating; these 
luncheons also were more largely attended; so that the capacity of the 
fifth floor was severely taxed. Special luncheons and dinners were held 
by the Mining Methods Committee, Milling Methods Committee, Indus- 
trial Relations Committee, and the Institute of Metals Division. 

On Monday afternoon a bronze tablet of Dr. Rossiter W. Raymond was 
unveiled in the lobby of the Engineering Societies Building, with appro- 
priate ceremony. 

The Annual Smoke was held in the Café Savarin, in the Pershing 
Building, on Monday evening. On Tuesday evening there was the 
usual informal dance at Institute Headquarters. 

There were 727 guests at the Annual Banquet at the Waldorf, on 
Feb. 18, making this the largest banquet given at an Institute annual 
meeting. W. L. Saunders was toastmaster. B. B. Thayer, Chairman 
of the James Douglas Medal Committee, presented the name of William 
H. Bassett for the 1925 award of the James Douglas gold medal, and J. V. 
W. Reynders, President of the Institute, presented the medal and 
diploma. Addresses were made by William Kelly, retiring President; 
Hon. Charles McCrea, Minister of Mines for the Province of Ontario, 
Canada; Maj.-Gen. Charles P. Summerall, Commanding Second Corps 
Area, which includes New York; and J. V. W. Reynders, the new Presi- 
dent. 

On Thursday, more than 300 members and guests went by special 
train to the Naval Air Station at Lakehurst, N. J. Naval officers were 
in attendance to explain the station and ships. A luncheon was served 
in the Air Station theater, following which Dr. R. B. Moore gave a brief 
talk on helium, its method of recovery, and repurification. 

On Friday, at the invitation of President C. W. Nichols, the non- 
ferrous metallurgical group visited the metallurgical plant of the Nichols 
-Copper Co. at Laurel Hill, L. I. After examining the plant the members 
were entertained at luncheon by the plant officials. 

The Woman’s Auxiliary had its usually very full and interesting pro- 
gram for each day of the meeting. 

TECHNICAL SESSIONS 


Institute of Metals Division 
Grorce K. Exniotrt, Chairman 
New Developments in High-strength Aluminum Alloys. Rosert 8. ArcHer and 


Zay JEFFRIES. : ; ADsy 
Etching Aluminum and Its Alloys for Macroscopic and Microscopie Examination. 


Fuuton B. Fick. 
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Seratch and Brinell Hardness of Severely Cold-rolled Metals. M. F. Focier and 
E. J. QUINN. 
Eutectic Patterns in Metallic Alloys. C. H. Gremn. 


Wo. M. Corsn, Chairman 


X-Ray Evidence versus the Amorphous Metal Hypothesis. Rosert J. ANDERSON. 
and Joun T. Norton. 

The Malleability of Nickel. Pau D. Mprica and R. G. WALTENBERG. 

Recrystallization and Grain Growth in Soft Metals. Maurice Coox and Untick R. 
EVANS. 

Determination of Structural Composition of Alloys by a Metallographic Planimeter. 
E. P,. PoLUsHKIN. 


GerorGE C. Stonge Chairman 


Corrosion of Copper Alloys in Sea Water. Wuii1am H. Basser and C, H. Davis. 
Tantalum, Tungsten and Molybdenum. KH. W. ENGLE. 


Coal and Coke Symposium 


Davin Waits, Chairman 


Environmental Conditions of Deposition of Coal. Davin Wuit». 

Microscopical Constitution of Coal. REINHARDT THIESSEN. 

Microstructure of Coal. CLARENCE A. SEYLER. 

Microscopical Structure of Anthracite. Hommr G. TURNER. 

Coalin Relation to Coke. Epwanrp C. JErrrny. 

The Resolution of Coal by Oxidation. W.Franctsand R. V. WHEELER. 

Constitution of Coal. F. V. Timesweit and R. V. WHEELER. 

Organic Sulfur Compounds in Coal. J. Jouny and R. V. WHEELER. 

Selective Combustionin Coal. F.S. Sinnarv. 

Nitrogenous Constituents of Coal. Joun W. Coss. 

Coaland Oxygen. Samurn Witson Parr and F. B. Hopart. 

A Modern View of the Chemistry of Coals of Different Ranks as Agglomerates. ARNO 
Caru FrevpNEr and J. D. Davis. 

Contact Metamorphism of Some Colorado Coals by Intrusives. J. Brian Epy. 

The Progressive Regional Carbonization of Coal. Davin Wuits. 

Moisture as a Component of Volatile Matter of Coal. Wim.1am Taytor Tuom, Jr. 


Petrolewm 


HK. De Gotyer, Chairman 


Conservation of Oil. Henry L. Donerty. 

World Production of Petroleum in 1924. E. Dm Gotymr. 

Bearing of Price on Oil Reserves. Josmpu E. Pogunr. 

Ratio of Peak Production to Estimated Total Production i in Certain Oil Fields. G. 
B. RicHARDSON. 

First Test of the Clinton Oil Sand in West Virginia. Davin B. Recer. 


Value of Aerial Photographic Surveying and Seas to Petroleum Companies. 
H, Casp WILiLcox. 


. 
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Aerial Photographic Maps. Grrarp H. Marrues. 
Development during 1924 in: 
Pennsylvania and New York. Merepirn E. Jounson. 
West Virginia. Davin B. Rrecrer. 
Ohio. J. A. Bownocker. 
Kentucky and Tennessee. Winsur A. NELSON. 
Indiana. W. N. Logan. \ 
Illinois. G. F. Mouton. : / 
Gulf Coast. Davin Donocuur. 
Texas Outside of the Gulf Coast District. F.H. Lauen. 
Oklahoma. R.S. McFaruanp. 
Kansas. Everett CARPENTER. 
Montana. Max Baver. 
Wyoming. E.L. Estasroox. 
Colorado. C.H. WecEMANN. 
Mexico. VALENTIN R, Garris and R. V. WHETSEL. 
Venezuela. Epwin B. Hopkins and H. J. Wasson. 
Peru. V.F. Marsters. 
Colombia. L. G. Huntiey. 
France. P. MartTicNnan. 
Poland. LEron ORLowSsEI. 
Rumania. GEORGE ANAGNOSTACHE. 
Canada. G.S. Hume. 
Russia. A. BrEBY THOMPSON. 
Cuba. RatpH ARNOLD. 
The Jurassic as a Source of Oil in Western Cuba. ALBEert Wricut, Jr., and P. W. K. 
SWEET. 
Increasing Production of Petroleum by Increasing Diameter of Wells. Luster C. 


UREN. 
Significance of Fluid Level in Oil Well Pumping. Luster C. Uren. 


. 


Mining Methods—M etal 
R. M. Raymonp, Chairman 


Methods of Mining and Ore Estimation at Lucky Tiger Mine, Sonora, Mexico. R. T. 
Mister and L. R. Buprow. 

Mining Methods of Jarbidge District, Nevada. JouN Park. 

Mining Methods at Cornucopia, Oregon. Rosert M. Betts. 

Mining Methods in Zaruma District, Ecuador. Rupovpx M. Emmet. 

Mining Methods at the Homestake. A.J. M. Ross and R. G. Waynanp. 


Mining Methods—Coal 
Tuomas H. Ciagett, Chairman 


Systems of Coal Mining in Western Washington. SIMON Ee ASH. 7 

Method of Mining a Steeply Pitching Anthracite Vein by Successive Skips. J. 
MILLER. a 

Simultaneous First and Second Mining on Steep Pitches. Duvor C. Asummap. 

New Orient, an Unusual Coal Mine. Guroraer B. HARRINGTON. 

Properties of Liquid Oxygen Explosives. G. Sr. J. PERROTT. 


8. 
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Coal 


C. M. Lines, Chairman 


Ultimate Recovery from Anthracite Beds. Henry H. Orro. 

Schedule Rating Coal Mines in Pennsylvania for Compensation Insurance Rates. 
Rusu N. Hosier. 

Application of Gaussian Curves to Mining Industry. Hugu ARcHBALD. 


Joint Meeting Coal and Petroleum 


S. A. Taytor, Chairman 


Safeguarding Coal Mining Operations against Danger from Oil and Gas Wells. A. 
W. Hesse. 

Belt Conveying of Coal, H. C. Frick Coke Co. Mines. Illustrated with Motion 
Pictures. THomas W. Dawson. 

Analysis of the Performance of the Coal Jig. H. F. Yancry and Tuomas FRASER. 


Ground Movement and Subsidence 


Louis 8. Carrs, Chairman 


Factors Affecting Bank Slopes in Steam-shovel Operations. LovisS. Cares. 
Mine Support and Mine Subsidence in the Birmingham Districts. W. R. Crane. 
Rock Bursts and Bumps. Groree 8. Ricz. 


Non-metallic Minerals 


Hernricu Rims, Chairman 


Limestone Production as a Mining Problem. J. R. THomnen. 
Engineering in Limestone Production. C.C. Griaas. 
Manufacturing Problems of Cement Industry. Joun J. Porter. 
Rotary Calcinersfor Gypsum. FRANK A. WILDER. 


Phosphate Deposits of Idaho and Their Relation to the World Supply. Virem R. 
R. KirkHAM. 


Milling Methods 


Cuarues E. Locks, Chairman 
Recent Developments in Fine Grinding and Treatment of Witwatersrand Ores. 
Caru R. Davis, J. L. Winey, and 8. BE. T. Ewrna. 


Determination of Dissolved Oxygen in Cyanide Solutions. A. J. Wernic and Max 
W. BowEn. 


Precipitation Efficiency of Zine Dust in Cyanide Process. Ropertr Lepsor. 


Studies on the Precipitation of Gold and Silver on Charcoal from Cyanide Solution. 
Joun Gross and J. WALTER Scort. 


Non-ferrous Metallurgy 


KE. P. Marurwson, Chairman 


Redistillation of Zinc. KurrSrocx. 
High Zinc in Lead Blast Furnace Slags. Frep E. Bras.ey. 
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A New Roasting Furnace for Zine Flotation Concentrate. Cuarues H. Fuiron and 
J. Burns REap. 
Application of Pulverized Coal to Copper Refinery Furnaces. E. W. STEEre. 
Recovery of Arsenic and Other Valuable Constituents from Speiss. C. P. Linvinue. 
¥ 
Tron and Steel 


R. H. Sweetser, Chaitman 


Manganiferous Iron Ores of Cuyuna District, Minnesota. Carn ZAprre. 

Economics of the Cuyuna Manganiferous Iron Ores. C. P. McCormack. 

Probable Error in Blast Furnace Records and Calculations Therefrom. T. T. Reap. 
Reduction of Iron Ores by Carbon Monoxide. HertHacut Kamora. 

Effect of Sulfur on Blast Furnace Process. T.L. Josppu. 


ALBERT SAvvEuR, Chairman 


Chemical Equilibria during Solidification and Cooling of White Cast Iron. H. A. 
Scuwartz and (Mrs.) ANNA NicHouson Hirp. 

Some Factors Affecting the Elimination of Sulfur in the Basic Open Hearth Process. 
C. H. Hmrty, Jr., A. R. Benyea, E. H. BurKart, and C. C. Miner. 

Finishing Melting Temperatures of Simple Ingot Steels. Henry D. Hisparp. 

The Reaction between Manganese and Iron Sulfide. C. H. Hurry, Jr. and O. S. 
TRUE. 

Brief History of Metallurgical Practice in Cannon Making with Particular Reference 
to the Cast Iron Gun. Jos Goosrray, R. F. Harrineton, and M. A. Hosmmr. 


Joint Session with the Mining Section of the National Safety Council 
Prevention of Coal-dust Explosions 


BenJaMin F. Truuson, Chairman 


Review of Coal Dust Investigations. GnrorGES. Rice. 
Economics of Rock Dusting Bituminous Coal Mines. Epwarp STeipe. 
Determination of Suspensoids by Alternating Current Precipitators. Pixie 


Drinker, and R. M. THomson. 
Value of Humidifying Methods in Explosion Prevention in Coal Mines. Danni 


HARRINGTON. 
American Recommended Practice for Rock Dusting Specifications: Report of Sub- 
Committee of the Mining Correlating Committee on Rock Dusting. E. A. Hor- 


BROOK. 
Silicosis and Its Prevention, Illustrated with the film, “The Dust That Kills.” R. R. 


SAYERS. 


Joint Session with National Safety Council and Mining and Metallurgical 
Society of America, under the Auspices of Industrial Relations Committee 


R. M. Carin, Chairman 


Maintaining Interest in Safety. C. B. AUEL. 
Essential Factors of Industrial Relations. C.F. Dietz. 
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Environmental Conditions of Deposition of Coal 
* 


By Davip Wuirs, D.S.,* Wasuinaton, D. C. 


(New York Meeting, February, 1925) 


THE environmental conditions under which coals are deposited 
are revealed by the stratigraphy of the coal basins and coal beds and by 
the details of the structure and the physical constitution of the 
coals themselves. 


THE LAND SURFACE 
Generally Low Relief or Base Level 


In the Paleozoic coal fields, which have longest been worked, are most 
important, and are best known, we find relations, in general, as follows: 
A post-Mississippian uplift with, in most cases, very moderate deforma- 
tion, followed by erosion by which the uplifted regions, especially the 
bolder of the new topography, were largely worn down, while the older 
and less deformed regions were more or less extensively base leveled. 
Base leveling of most of the region continued as the deposition of coal 
measures proceeded. Consequently, in most coal fields the Pennsyl- 
vanian, or upper Carboniferous, lies unconformably on the Mississippian 
or on older formations. There are but few regions in which sedimen- 
tation is seen to have been apparently continuous from the Mississippian 
into the Pennsylvanian ‘“‘Coal Measures.” 


Axis of Greatest Subsidence Flanks Axis of Upwarp 


In most regions the initial deposition of ‘‘Coal Measures”’ took place 
in a narrow trough lying at the foot of and parallel to an axis of post- 
Mississippian uplift. The early ‘‘Coal Measures” deposits consist 
largely of sand with conglomerate, sometimes in great amounts, derived 
from the upwarping area. Generally, only fresh- or brackish-water 
deposits are found over the greater part of these initial basins, most of 
which are in the form of long narrow estuaries, or elongated fluviatile 


and lacustrine basins. ‘ 
Expansion of Early Basins 


In every case, there is evidence of filling of the early narrow basin, 
with lateral extension of the area of sedimentation; but it is to be noticed 


* Senior Geologist, U. 8S. Geological Survey. 
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that the encroachment was relatively restricted on the side toward the 
uplifting axis, though this is the side of deposition in greatest thickness, 
both because most of the clastic sedimentary material was derived from 
this side and because the greatest subsidence or depression of the trough 
occurred here. Meanwhile the axial land mass itself was in most cases 
‘uplifted in intermittent or irregular movements of slight or minor magni- 
tude. On the opposite side of the basin, the surface of the ‘“‘Coal Meas- 
ures” sediments extended farther and farther inward over the opposite 
lowland coast. Thus, a broadening area, including as its eccentric focus 
the initial basin, was subsiding and being filled, usually with some warping 
of the underlying land mass, as the area of sedimentation encroached 
farther and farther on the base-leveled region of the continental mass, 
or across the lowlands and marshes of the fresh-water basin. Normally, 
this continued until toward the close of coal-measures deposition, when 
incipient deformation took place, with the development of new areas of 
uplift and restriction of the areas of sedimentation—movements that, in 
most cases, were more or less unfavorable for the deposition of coals. 
The movements appear to have been isostatic. 

The progressive steps in the development of the typical ‘‘Coal 
Measures” basin just outlined are seen in most European as well as in 
American coal fields. In the Appalachian region, the comparatively 
narrow trough of early Pennsylvanian (lower Pottsville) deposition lies 
at the eastern margin, including the Coosa and Cahaba basins in Ala- 
bama. The easternmost tip of the Pocahontas region is dipping down 
from the west into the basin, while Pottsville, Pennsylvania, is apparently 
well down toward the bottom on the western slope of the early trough. 
Likewise, in the mid-continent region, the earliest ‘‘Coal Measures” of 
Texas flank the Llanorian uplift, on the east, and the tremendous thick- 
ness of Pennsylvanian in Arkansas and Oklahoma lies in the early Oua- 
chita axis on the north of Llanoria. Here the early ‘“‘Coal Measures”’ 
deposition gradually encroached farther to the north and, in late Potts- 
ville time, a comparatively narrow estuary or valley extended from the 
region embracing Vinita and Bartlesville, Okla., northeastward across 
southeastern Kansas and northwestern Missouri into Iowa, where it 
apparently shoaled out broadly. The deposits of latest Pottsville age 
embracing the Bartlesville oil sands in this basin, were probably derived 
from the now buried Nemaha Mountains. The Paleozoic coals of the 
Rocky Mountain region were similarly laid down along the flanks of the 
post-Mississippian uplifts. . 

Unstable Level 


The great variability in the composition of the ‘Coal Measures”’ 
sediments, which range from coals, fine silts, and limestones through 
sandy shales, shaly sandstones, and sandstone to coarse conglomerates, 
which often seem irregularly distributed in the vertical column, reflects 
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and proves the instability of the continental region in which they were 
laid down and, in particular, of the land mass whence the sediments of 
terrestrial origin were largely derived. The occasional presence of lime- 
stones and other deposits carrying marine fossils, which oecur here and 
there between other beds carrying brackish- or even fresh-water fossils, 
unmistakably proves either fluctuation of the sea level (that is, rising and 
falling of the land), or exclusion of the sea at times as the result of tilting 
of the regions or the formation of ‘barriers.. Generally it is the former. 
Both causes have operated in different regions and, at different times, in 
the same region. It is, however, to be noted that the seas which invaded 
the early narrow estuaries or spread out over the broad flood plains and 
base-leveled regions were never deep. Probably, in most of our large 
coal fields the surface of sedimentation seldom or never lay as much as 200 
ft. below tide level, and then only for intervals. Much of the time, on 
the other hand (at least during the times of deposition of coals of com- 
mercial purity) the sea was excluded from the region of coal formation. 


Contemporaneous Erosion Common 


Under the conditions prevailing, the occasional erosion of newly 
formed sandstones, shales, or coals in consequence of exposure or slight 
local or regional deformation was normal, as also were the consequent 
local unconformities and the deposition of heavy outwash sandstones or 
conglomerates as the result of elevation of the sources of supply and 
acceleration of the drainage flowing into the basin. It was under pre- 
cisely such conditions that the Mahoning sandstone, which over consider- 
able areas is somewhat conglomeratic, was laid down; the Homewood 
sandstone, which marked a change in the elevation of the shore regions 
as well as slight differential movement in the interior of the basin; or 
the Sharon conglomerate, the Raleigh sandstone, etc. The Raleigh 
sandstone, which lies at the base of the middle Pottsville, is restricted to 
a relatively narrow zone in and bordering the axial basin of early Potts- 
ville deposition. Analogous conditions prevail in the mid-continent and 


southwestern regions. 
Invasions of the Sea 


Most, if not all of the limestones of the lower Conemaugh and older 
Pennsylvanian formations of the Appalachian trough, and apparently 
all of the limestones in the interior and western ‘Coal Measures”’ 
basins are definitely marine, though many of them bear evidence of having 
been laid down nearly up to tide level, with very shallow covering of 
water. This is proved by wave and ripple effects, by the earthy material 
included in many of them, by the character of their contacts, by the 
occasional presence of vascular plants rooted in hollows and crevices, and, 
very rarely, by the development of soils that in some places lie immedi- 
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ately on the surface of the thin limestones, as is described by Hinds 
and Green.! Some of the thin earthy limestones are mud-cracked. 
Sometimes the transition from the marine bed, especially a limestone bed, 
to the Stigmaria underclay is abrupt; more often shales and sandstones 
intervene. Frequently, the ‘“underclay” beneath the coal lies on sand- 
stone, though prevailingly it lies on shales. Very rarely it lies, with 
slight intercalation of carbonaceous mud, on another coal. 


THE Swamp ENVIRONMENT 
Freshwater Swamps the Site of Ordinary (Woody) Coal Formation 


The typical Stigmaria clay that almost invariably underlies the Paleo- 
zoic coal is familiar alike to the engineer and geologist, who usually style it 
erroneously as fireclay. ‘The innumerable rootlets and the larger roots of 
Stigmaria are nearly always conspicuous or may be readily found in these 
clays though, on account of lack of close attention, the obvious evidence 
of growth in place is not so commonly noted. The miners are apt to 
identify the larger roots as “‘snakes,” in which case, naturally, rootlets 
and growth in place are not looked for. 


Old Soils under Coal Beds 


Careful observation of the underclays beneath different coals and in 
different regions shows not only that the Stigmarie are generally in place 
of growth,? but that the underclays occasionally embrace debris of land 
plants that have become covered in the course of deposition. Roots of 
ferns or cycadofilic trunks, also in place of growth, are common and, 
where sandy, Calamarian types; for the Calamarian group always grew 
in wet soil, some of the types favoring wet sands, just as do most of the 
living Equiseta of the present day. 

The building up of the underclay by further sedimentation under a 
very thin, and probably fluctuating, water cover often took place, in 
which cases root systems developed at successively higher levels from 
the larger plants, as was shown by Grand’Eury.? Marine fossils are 
not found in the typical underclay and even brackish-water fossils are 
practically unknown except in very rare occurrences of carbonaceous 
“slate” or somewhat bony black stuff between the pure coal and 
the underclay. 

The typical underclay is now known to be an old soil formed in a 
swamp. Its upper portion, at least, is non-marine and non-brackish; it 
is terrestrial and was, at times, subaerial; that is, exposed land. 


1H. Hinds and F. C. Green: The Pennsylvanian of Missouri: Report Missouri 
Bur. of Mines and Geol. (1915). 

2 J. J. Stephenson: Proc. Amer. Phil. Soc. (1916) 21; (1917) 53; (1918) 1. 

8. C. Grand’Eury: Recherches Géobotaniques sur les Foréts et Sols Fossiles 
ete., pts. I-III (1912-1914). 


DAVID WHITE “ 


Water in Swamps 


The nearly omnipresent Stigmariz are the rhizomes and roots of 
different types of the giant Paleozoic lycopods of the groups Sigillaria, 
Lepidodendron, Bothrodendron, Lepidophloios, etc., which were the 
dominant trees of the Carboniferous swamp forests. These trees were 
adapted to growing in swamps in which a shallow cover of water was 
normally present, very much as in our southern Atlantic coast swamps, 
during the larger part, at least, of the year. The roots, by their spread 
near the surface, their organization or structure, and the characters of 
their rootlets, such as air chambers and the absence of root hairs, were 
adapted to growing flatwise near the surface of the mud in a wet swamp. 
Some of the Stigmarie had “knees” similar in development and disposi- 
tion to those seen in the bald cypress growing in the water-covered 
swamps of our Southern States. Both knees and trunks were provided 
with hydathodes and pneumatophores to regulate water content and 
furnish air supply to the roots. Further, the bases of the trunks of the 
common Sigillaria and Lepidodendron were dilated abruptly for two or 
three feet above the roots and were provided with special structural 
features, just as are the gums and cypress trunks occurring in the water- 
covered swamps of the present time. The dilations mark the ordinary 
water levelinthe swamp. These features have been strikingly illustrated 
by Potonie.® The rootlets of the fern trunk contained gum canals, and 
the Calamarian roots had air spaces; all indicative of an aqueous habitat. 

Most of the giant lycopods of the early and middle ‘‘Coal Measures” 
were heterosporous; that is, they bore two types of spores, one large and 
one small, of different sexes. These spores, as will be pointed out later, 
were provided with thick resinoid or waxy-resinous outer envelopes 
(exines) to prevent decay in water, and the perpetuation of the species 
was largely dependent on the water cover of the swamp to drift megaspore 
and microspore into conjunction. 

In fact, it will be seen that when, due to climatic changes, the per- 
sistence of the water cover in the swamps became too uncertain the giant 
lycopods waned and soon disappeared, other types of trees, verging into 
the orders of coniferous gymnosperms, and giant tree ferns taking 
their places. 

Swamps Generally Forest Covered 


The typical coal bed, of commercial purity, laminated and of wide 
extent, is only a compressed, reduced, lithified, and more or less altered 
peat. Not only is it a swamp deposit, as illustrated by Doctor Thiessen, ° 


4D. White: The Carbonaceous Sediments; in Treatise on Sedimentation, by 


W. H. Twenhofel and others; MS. is in hands of editor. 
5 H. Potonie: Entstehung der Steinkohle (1920) 6th ed., 118, 188. 


6 Microscopical Constitution of coal; see p. 30% 
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but it is distinctly a fresh-water swamp deposit. Both the plants from 
whose debris the coal is formed, as shown by the microscopical study of 
the fuels, and the fossil plants associated with the coal beds (those found , 
in the shales or sandstones immediately overlying the coal and those 
present in the clay partings within the coal bed itself) are land plants, 
vascular, and more or less woody in composition, belonging to the Pteri- 
dophytes and higher orders of plant life. In general, they grew on or 
near the spot where their debris is found. Those accompanying and 
composing the coal in the exclusively fresh-water basin are indistinguish- 
able from those accompanying coals not only in the fresh-water zones of 
formations carrying marine horizons, but even in measures where the 
underclays and overlying coals are intercalated in series distinctly marine; 
as in Missouri where, extremely rarely, limestones lie immediately 
beneath the underclay, and marine fossils mingle with fossil-plant debris 
in the roof shales. Similar relations between the coal and fossiliferous 
marine beds may be found locally at the level of the Ames limestone or in 
the Mercer shale in western Pennsylvania. 


Plants Forming Ordinary Coals Not Halophytic 


The typical coal-forming vegetation did not and could not live in salt 
or brackish water. No vascular plant forms have yet been recognized 
as distinctive of the coal deposits laid down in areas of proximity to sea 
level, like the Eastern Interior coal field where temporary subsidence of 
the land or the breaching of bars, such as invariably characterize the 
borders of a subsiding base level coast, so often permitted the sea to 
overwhelm and kill the coal-forming swamp vegetation. The features 
of the underclay, the plants forming the coals, the bedding and even the 
lamination of the coals reveal no appreciable or essential distinction 
between the coals of the distinctly fresh-water basins and those laid down 
in the great lowland swamps of areas like the Illinois-Indiana and the 
Missouri-Kansas fields, where proximity to sea level and instability of 
land elevation permitted the exposure of great expanses of sea bottom, 
and the development thereon of swamps and land floras. The deposition 
of coals was usually followed by some thickness of non-marine shales 
and sandstones, before a too rapid rate of subsidence again made possible 
the reinvasion of salt or brackish water over the coal-forming swamps. 
So far as I have been able to learn, coals (peats) of ordinary woody 
type and of commercial purity and of great horizontal extent are not now 
being laid down in brackish or salt water in any part of the world. 


Salt-water Invasions of the Swamps 


In some regions, salt-water invasions occurred in the midst of coal 
formation (peat deposition) in portions of the tide-level swamps of Mis- 
souri and Illinois, as is shown by the presence of debris of marine mollusks 
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in thin partings occurring locally within the coal beds. Not infrequently, 
also, one may observe the presence of roots of land plants that grew in 
place in the marine muds of the partings, as in most cases these invasions 
may have resulted from breaching of barrier beaches. I have, in earlier 
papers,’ emphasized the part played by such barriers in some of the tide- 
level coal fields like those of the mid-continent and interior areas, and the 
probable effectiveness of the densé vegetable growth in obstructing the 
progress of salt water into the swamp. In other cases, it is likely that 
the advance of salt water would be checked also by low gradients of 
the swamp as it spread across the somewhat uneven surface. Irregularity 
of this surface is, in many instances, indicated by the varying floor and 
thickness and bedding of the coal beds. 


Muck in Coals 


In the Illinois and Indiana coal fields, some of the coals, especially 
Nos. 3, 5, and 6, are covered, over large areas at least, by mucky carbon- 
aceous material more or less laminated and frequently marked by very 
thin intercalations—sometimes mere films—of inwashed sand. Here, 
the surface of the peat swamp has been partly oxidized after denudation of 
its vegetal cover, and some of the peaty substance, reduced to muck, has 
been relaid under wave action with thin washes of sand. Marine fossils 
occur here and there in these deposits, in which delicate parts of plants, 
such as fern leaves, are generally wanting; due probably to attrition, 
slowness or instability of deposition, and the greater opportunities 
for oxidation. 

Rise of Water Level 


In any coal bed, the principal changes in structure and constitution are 
due to changes in the water level. In most regions, rise of the water level 
ran more or less nearly parallel to the growth in thickness of the peat 
deposit; for bituminous coals as much as 6 or 7 ft. thick this thickness 
must originally have been over 40 or 50 ft. This predicates a gradual 
sinking of the tide-level swamps as the surface of the peat was built up, 
and explains how readily a slightly too rapid subsidence, with or without 
consequent breaching of barrier sands, might permit salt-water invasion 
and, with continuous subsidence, the coals could be overlain by marine 
muds, shales, or limestones. Elevation of some part of the higher land 
or the receipt of larger contributions from some sand-lain area, might 
cause the deposition of sandstone. Filling the basin caused readjust- 
ment of the surface of sedimentation; and, if the water level rose too little, 
even as raised by the peat itself, vegetal accumulation suffered more 
advanced decay and peat formation was slower or its growth was arrested.® 


7D. White and R. Thiessen: Bur. of Mines Bull. 38 (1913) 52. 
8D. White: The Carbonaceous Sediments (1923). 
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Sulfur and Silicification 


In earlier papers, I have emphasized the generally far greater amounts 
of sulfides in the tide-level basins, a relation that is quite generally 
recognized, though the assumption that the larger sulfur supply has to do 
with the sulfur of the marine animal life rather than with reactions in the 
salts of the marine or brackish waters impregnating beds not far distant 
above or below the coal invites more thorough consideration by 
the chemist. 

In the fresh-water basin, which is fluviatile or shallowly lacustrine, 
the interruption of peat formation by too deep inundation, with more or 
less extensive inwashing of silts, sand, etc., thus burying the peat deposits, 
affords conditions much more favorable for the preservation of the 
remains of the land vegetation growing on the swamp. The flora is 
overwhelmed and buried or slowly drowned out while sedimentation is in 
progress, instead of being exterminated by the salinity of encroaching 
sea water. 

The apparently sudden segregative precipitation of colloidal silica at 
or close to the surface of the organic deposits, so as to form siliceous 
nodules or to cause the partial impregnation of logs, stems, fruits, etc., 
is, in most cases at least, almost certainly due to rapid invasions of saline 
or brackish water. With the siliceous segregations, pyrite or marcasite is 
apt to occur. This explanation is consistent with the occurrence of such 
nodules and impregnations in what we commonly call marine coal meas- 
ures basins, like those of the interior and mid-continent regions—that is, 
in the tide-level swamps. The impregnation of the vegetation by silica 
or lime occurred unmistakably at the time of, or very soon 
after, deposition. 


Similar Conditions in Mesozoic and Tertiary Coal Fields 


The depositional relations of the Mesozoic and Tertiary coal fields of 
the western United States were, in general, evidently similar to those of 
the Paleozoic areas with respect to the topography. Most of the western 
basins were far less extensive than the eastern Paleozoic lowlands, and 
some of them appear to have been relatively restricted, but the coals 
were nevertheless laid down in lowlands and marginal swamps that crept 
upward on a gradient too low to permit drainage under the climatic 
conditions prevailing, and whose level was raised and broadened by 
growth of peat and rise of the water level. ; 

The coal measures were deposited in fresh-water basins, in estuaries, 
and in broad coastal swamps generally bordering epicontinental seas. 
Shifting of shore lines or accentuation of erosion, presumably consequent 
to uplift or deformation of the source regions of the arenaceous sediments, 
is recorded in the wedge shapes or lenticularity of the sandstones and the 
tongue characters of those coal measures groups, which represent conti- 
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nental deposits fingering into the marine sediments of the epicontinental 
sea. This is particularly true of the Cretaceous coal measures of the 
Mesaverde in Montana, Wyoming, Colorado, and New Mexico. 

Examination of the floras of the coal beds in the principal western 
coal fields nearly everywhere discloses the existence of old soils with 
roots beneath the coal beds. The roots, which are clearly seen to be in 
position of growth, are rather moré varied in botanical range than in the 
Paleozoic, where Stigmaria is so omnipresent. In some areas shallow 
basins, lakes, or ponds evidently were in process of filling until land vege- 
tation was able gradually to spread out from the edges so as to cover the 
surface, which eventually was forested exactly as is to be seen in many 
peat swamps at the present time. In these cases, carbonaceous muds 
and shales underlie the purer, well-bedded, laminated coals, which in 
general are characteristically woody. The occasional influx of oversweep- 
ing and aggrading muds and sands, burying the swamps so as to cause 
partings in the coal beds or even the total suspension of coal deposition 
for considerable time, harmonizes with the now more generally recognized 
instability of the continental masses and the generally fluviatile sedimen- 
tation of the fresh-water basins in which, however, lakes unmistakably 
were present. 


CLIMATIC CONDITIONS OF CoAL FORMATION 


The study of both the structures of the coal bed and the microscopical 
constitution of the coal itself confirms the evidence of the stratigraphy 
and the sedimentation of the enveloping strata in proof that the coals 
of the normal types (whether lignite, bituminous, subbituminous, or 
anthracite) were laid down as peats, most of the deposits of common 
type having been formed in forested swamps of great extent. As at the 
present time, the environment of peat formation varied somewhat, but 
the ordinary woody coals were certainly laid down on broad coastal 
plain or inland swamps covered more or less of the time by water, which 
during peat deposition, however, was not so deep as permanently to 
interrupt the growth of arborescent vegetation. 


Sunlight and Wind 


Comparison of the structural features of the coal-forming vegetation 
of the Tertiary and Upper Cretaceous with moist lowland and swamp 
trees, shrubs, and ferns of the present day leaves no room for doubt that 
the overhead conditions as to sunlight and clouds, with wind, were in 
general comparable to those of the moderately humid and very humid 
regions of the earth at the present time. The immediate ancestors of the 
bald cypress were present in most Tertiary coal swamps. Winged seeds 
indicating dispersing winds were common. 
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The features of the vegetation that grew in the Paleozoic swamps 
similarly indicate sunlight, probably in moderate amount, while ripple 
marks and, in some cases, fairly well-developed wave marks in the coal 
measures strata bear testimony as to winds. Many of the Carboniferous 
seeds and fruits were provided with wings to assist in distribution. 


Rainfall and Temperature 


An inspection of the evidence as to humidity and rainfall shows some 
variation, not only from region to region, but from period to period in the 
same regions. The deposition of Paleozoic peat in the enormous thick- 
nesses required to form workable coal beds, as the deposits are now 
reduced, calls for a climate more or less distinctly humid or even wet. 
In most regions, the rainfall was either moderately heavy and well 
distributed through the year or it was copious through the greater part of 
the year.® 


Lower Pennsylvanian 


In the Pottsville coal measures of North America and in the West- 
phalian series of Europe, which is nearly equivalent in age, the evidence 
clearly points toward abundant rainfall relatively well distributed 
throughout the year. General humidity, as well as mildness of tempera- 
ture, is shown by the rapid and large growth of the lush vegetation. 
The Pottsville and lower Alleghany plants, in particular, had large and 
comparatively thin-walled cells with large intercellular spaces. The 
digestive tissue of the leaves was conspicuously lacunose, and provision 
was made for discharge of excess of water content of many of the plants. 
The lycopods and Calamariz, the latter being related to the living horse- 
tails, were gigantic and the ferns and fernlike cycadofilic types were 
mostly very large or greatly elongated. The pose of branches and leaves 
and the leaf forms suggest the shedding of rain. Most of the fernlike 
types of the genus Sphenopteris, especially those included by Stur in his 
genus Diplothmema, were long clambering plants, probably climbing on 
to or over the more robust types, such as Neuropteris and Alethopteris, 
which were themselves small trees, the trunks of which attained in some 
cases a diameter of nearly two feet. Many of these clambering or climb- 
ing plants of the Pottsville, and particularly the New River and the 
Kanawha divisions of the Pottsville, had very delicate, even membrana- 
ceous, foliage—filmy, and often deeply dissected. Rhacophyllum, by its 


°K. Carthaus: Die Klimatischen Verhiltnisse der geologischen Vorzeit von 
Pricambrium bis zur Jetztzeit, 1910; A. G. Seward: Climate as Tested by Fossil 
Plants, 1914; A. G. Nathorst: Smithsonian Report, 1911; W. Gothan: Die Jahres- 
ringlésigkeit der palaozoischen Batime, 1911; P. Bertrand: Ann. Soc. Géol. Nord, 
(1909) 38, 92; C. Schuchert: Smithsonian Report, 1914; H. Carpentier: Les plantes 


fossiles. Rev. Gén. Bot., 1922; D. White: Bur. of Mines Bull. 38 (1913), and 
The Carbonaceous Sediments. 
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habit, and some of the ferns, by the distribution of their nearest living 
relatives, are connected with warm climate floras. At this time, the 
forests of the American and western European coal fields were truly sub- 
tropical or tropical in aspect. A very mild, or, at least, subtropical, 
temperature is shown not only by the enormously rapid growth and the 
delicacy of the fernlike lianas, but it is indicated further by the absence, 
or only very slight development, of rings of annual growth. Growth of 
plants during these periods appears to’have been almost free from inter- 
ruption and certainly free from severe winter frosts in temperate latitudes. 

Some instability of the water level in the swamps is shown by the 
bedding and lamination, including the layering of “mother of coal,”’ to 
which reference will later be made, but the general maintenance of a thin 
water cover over the surface of the swamps during the great part, at 
least, of the year is shown by the dilation of the basal 2 or 21% ft. of the 
butts of many of the trees, and by the presence of knees, by pneumato- 
phores, etc. Many of the seeds and fruits were provided with air 
chambers to aid flotation. Closure of pollen chambers prevented entrance 
of water pending delayed pollination of the ovules in some of the genera. 
Reference has already been made to the prevalence in this period of 
heterosporous lycopods, the continuation of whose species required an 
aquatic environment in which the megaspores and microspores might 
drift into conjunction. Low herbaceous types seem to have been exceed- 
ingly rare. Mosses are almost unknown.’ 


Upper Pennsylvanian Time 


In the upper Pennsylvanian, which includes the upper Alleghany, 
the Conemaugh, and the Monongahela coal measures in America and 
the Stephanian of Europe, the climate appears to have been less uniform. 
The rainfall was apparently less evenly distributed through the year 
and the humid subtropical or tropical lianas are less in evidence. ‘This is 
particularly true of the Appalachian coal fields, where tree ferns are far 
more numerous and varied. The changes may be connected with the 
causes of the introduction of red beds deposition in this region. In the 
tree ferns and in some of the lycopods, we have immensely thickened 
bark (including internal ramenta) with structural physiological provision 
for water storage, presumably to tide over seasons of reduced rainfall. 
The probable occurrence of dry seasons is further shown by the rapid 
disappearance of the heterosporous lycopods, whose dominance called 
for a greater persistence of the water cover in the swamps. Most of the 
membranaceous types had disappeared or were disappearing. The cyca- 
dofilics had larger pinnules and lobes, and the leaflets of the Pecopterids 
and other tree ferns were prevailingly not only rather thick but more or 
less villous. The ecological characteristics were accordingly comparable 


10D. White: Bur. of Mines Bull. 38 (1913) 74. 
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to a subtropical or mild tropical dense plant growth with abundant tree 
ferns all adapted to a short dry season, although the total rainfall was 
relatively large. Ample precipitation or water cover is, however, requl- 
site for peat formation in tropical regions. 

Consistent with the postulated conditions, wood growth appears to 
have been rather less rapid than in the earlier coal measures, and the cells 
are generally rather thicker, and, what is more significant, the wood in 
some of the types has more or less well-developed annual rings. The 
general character of the vegetation, which included many genera whose 
present-day representatives are distinctly tropical or subtropical, justifies 
the conclusion that the growth rings, which neither in western Europe nor 
in eastern America are as well defined as in the regions of present-day 
winter frosts, probably reflect merely the interruption of growth by dry 
seasons rather than by severe winter freezing. 


Permian Climate 


Seasonal changes are still more evident in the Permian deposits—even 
those laid down in the generally moist regions of coal formation: Fluc- 
tuation in rainfall is fairly evident and, outside of coal field areas, xero- 
phytic plants are not rare. In the United States, the evidence as to 
alternating wet and dry seasons in the Permian may be regarded as con- 
clusive. Small wood cells and well-developed annual rings may indicate 
seasonal variations in temperature also. Coal formation was greatly 
reduced in the Permian swamps and, during upper Permian time, was 
nearly unknown except in a few parts of the world. 

Coincident with, and probably in consequence of, seasonal diversity in 
the latest Pennsylvanian and Permian, which are periods of extensive red 
beds deposition in America, there took place a differential evolution of 
the gymnosperms, with the development of plants closely resembling, 
if not indistinguishable from, cycads, and of coniferous types closely 
allied and probably lineally ancestral to the modern Araucaria and the 
Gingko. The Araucarie are now reduced to a few species, while Gingko 
is perhaps technically extinct, it having been preserved by cultivation 
under religious auspices. This was the period of development of the 
gymnospermous seed with capacity for surviving one or more seasons 
unfavorable for germination. 

Notwithstanding the evidence for seasonal changes, the writer has not 
been able to recognize in the Permo-carboniferous swamp floras, either 
of the United States or in western Europe, proof of severe freezing or 
seasons of actual winter of such severity as is characteristic of the region 
embracing Baltimore, Cincinnati, and St. Louis at the present day, 
although early Permian time witnessed extensive glaciation, even in the 
tropics, in India and at low altitudes in temperate regions of Australia 
south Africa, and Brazil. 


1D, White: Jnl. Geol. (1907) 15, 615, 
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Climate of Mesozoic and Tertiary Coal Fields 


Inspection of the fossil floras of the Cretaceous and Tertiary coal 
swamps points, in every case, to ample or moderate rainfall and relative 
mildness of climate. Some of the Cretaceous coals, even including those 
laid down in central Alaska, were deposited in environments probably 
no colder than that of Wilmington or Charleston on the Atlantic Coast. 
In other cases, the climate may have heen subtropical. Nowhere do we 
find evidence of semi-aridity or of very severe cold, though frost, possibly 
somewhat severe, doubtless prevailed in the winters of some of the 
Tertiary coal fields surrounding the Arctic and occurring even on the 
Antarctic Continent. A noteworthy feature of these circumpolar coal 
fields of all ages is the existence of old soils, as in other fields, the woody 
composition of much of the coal deposit itself, and the apparent absence 
from the coal-forming areas of Arctic climate as it exists today. Trees 
of large size were abundant in the coal-forming swamps nearly up to 82° 
north latitude and at about 80° toward the South Pole. 

The distribution of coals in the high latitudes in the Mississippian, 
Jurassic, Cretaceous, Eocene, and Miocene formations, and the evidence 
presented by the coal plants for comparative moderation of climate in 
the regions of coal formation, strengthens the writer’s belief that in the 
determination of climate and changes of climate, the epicontinental 
seas (their distribution, depth, form, size, etc.) were little inferior in 
importance to the continental configuration or the intercontinental con- 
nections. In comparing the climatic environments of both our older and 
our younger coal fields with present climates of the same regions, it should 
be borne in mind that the continents now stand high, perhaps near the 
maximum; many of the mountain ranges are young and still growing; 
the ocean is driven far down the continental shelves, and the epiconti- 
nental seas are drained or greatly reduced. From the geological view- 
point, present world climate is abnormal in its distribution and abnormal 
in its extremes. The earth’s crust may be regarded as still in the midst 
of the post-Tertiary diastrophie revolution. The fluctuations in tide 
level and the deformation of the land probably were not greater or more 
frequent during the deposition of the Paleozoic or Mesozoic coals and 
their environing strata than they have been during the insignificantly 


short interval of Pleistocene time. 


DEPOSITION OF THE COALS 


It has been pointed out that, in general, coals of the ordinary or com- 
mon (woody) types were laid down in swamps in the form of peat. The 
typically woody coal was laid down in forested swamps in which a thin 
covering of water lay over most of the ground between the trees during 
at least portions of the year, the conditions being most like the swamps 
near the coast of the South Atlantic States before draining, and in some 
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of the tropical peat-forming swamps, such as those in some of the Hast 
Indies. Variation in conditions is plainly seen to have prevailed much 
as in peat-forming regions of the present time, though in the areas and 
times of widespread coal deposition the topographic relief was much less 
than at the present day. 

In the paper by Doctor Thiessen, it will be shown that our coals 
present most, at least, of the features of composition seen in recent peats, 
though none of the extensive deposits of commercial purity were probably 
laid down in regions of so severe climate as peat of the Arctic 
tundra. 

Water Level and Stagnation 


Variations in the structure and character of the layers of the coal bed 
from point to point in the vertical section are mainly due both to the 
water level and to the composition of the water.’ 

Where the water covered the surface of the organic deposit and was 
at the same time so stagnant as to conserve the so-called “‘humic”’ or 
“ulmic” or ‘‘ulmo-humic”’ products resulting from the biochemical decom- 
position of more or less of the infalling vegetation, the decomposition 
solution soon became so concentrated at the level of peat growth as to be 
toxic and destructive to the agencies, mainly bacteria, causing the decom- 
position of the vegetable debris, so that further decomposition ceased in 
the toxic zone. The latter may have reached practically to the surface 
of the water, or it may have extended but little above the level of the 
peat. While this toxic condition of the water continued, a large part of 
the organic debris that sank in the water became buried in the peat forma- 
tion with but partial or very little decay. It is evident that if, under 
favorable climatic conditions, the growth of the vegetation were lush and 
the contribution of the vegetable debris were consequently voluminous, 
the growth of the peat deposit would be very rapid. Further, as the 
greater part of the vegetal contribution was composed of vascular land 
plants, including of course trees, the deposit was, accordingly, woody 
and overwhelmingly composed of carbohydrate material. 

A slower rate of contribution of the raw ingredient debris tended to 
favor the aeration (oxidation) of the water and consequent further prog- 
ress of biochemical decomposition. Lesser degrees of toxicity of the 
water, caused, for example, by dilution of the decomposition solution by 
access of more water, permitted the same result. When, on the other 
hand, the water was replaced by influx on the one side and drainage on 
the other, or if the swamps were torrentially flushed, the ulmo-humic 
toxic decomposition products in solution were more or less removed with 
the water, to which they gave the characteristic tea color; the toxicity 
was correspondingly reduced, and decomposition progressed much further 


2 This subject is more fully discussed in The Carbonaceous Sediments: Treatise 
on Sedimentation. 
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before it was finally checked at, or not far beneath, the surface of the peat. 
Beneath the latter, and at no great depth, lack of circulation permitted 
stagnation of the water in the peat, which consequently became fully 
toxic and preventive of further decay at a depth depending, naturally, 
on conditions. r 


Biochemical Decomposition -Selective 


It is important to note at this point that biochemical decomposition 
is selective. The different component parts and organic compounds 
found in the vegetable matter contributed to the formation of the peat 
(coal) vary in the degrees of their resistance to biochemical (bacterial) 
decomposition in an aqueous medium, as is more fully explained in Doctor 
Thiessen’s paper. Therefore the actual composition, as well as the struc- 
ture of the layers of the peat bed, depends more or less largely on the 
degree of toxicity at the surface of deposition. The soft and delicate 
tissues of the plant (7. e., the parenchyma, the mesophyll, etc.) together 
with the protoplasm quickly disappear at the outset, unless the water 
cover is completely toxic to the microbes producing their decomposition. 13 
If unchecked, decomposition extends to successively more resistant parts 
and organs, including later most of the woody tissues, and finally disin- 
tegrates everything but the outer, waxy, resinous, or waxy-resinous 
coverings of spores or pollen grains; some of the cutinized and more or 
less waxy or resinous cuticular formations; the most horny, waxy, fatty, 
or resinous coverings of seeds and fruits; the waxes secreted on the 
surfaces of leaves and stems, or in internal vessels and canals; the most 
resistant fatty or fatty-waxy deposits thickening the cell walls, stored in 
cell cavities, or deposited in the cuticles of some of the plants; and the 
resins of many kinds produced in the wood cells, in wounds, and on the 
surface of trees, leaves, seeds and fruits of many types. These plant 
products are almost entirely resistant to biochemical decomposition 


under water. 
Effects of Changes of the Water Level 


Essentially normal proportions of the resistant products are, naturally, 
laid down with the vascular, or woody, plant matter of the vegetation to 
which they belong in a deposit where biochemical decay has made little 
progress, though in these deposits the carbohydrate, or woody, matter 
vastly predominates. It is evident, however, that as the woody and other 
partly resistant compounds of the plants and trees successively yield to 
bacterial action, contributing their decomposition products to the 
aqueous solution which may thereby be made increasingly toxic, little 
except the most resistant plant products—exines, waxes, resins, etc.— 
is left to accumulate, they being, in effect, concentrated. Exactly this 


13 7—). White: The Carbonaceous Sediments. 
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happens at times of replacement of the water, or oxidation by aeration of 
the water, or of exposure with leaching of the surface of the peat so as to 
permit the decomposition of the less resistant plant products 


and substances. 
Woody or Xyloid Coals 


Accordingly, we find some layers of the coal deposited in toxic water 
and composed mostly of logs, stems, twigs, ferns, etc., with spores and 
other resistant elements mingled in a natural proportion. Most coal 
beds contain such layers, which are conspicuously woody, or xyloid. In 
other layers, the amount of well-preserved wood may be less and less, the 
resistant debris being in larger proportions; in still others, very little 
woody matter remains and the deposit may consist mostly, if not wholly, 
of exines, fragments of cuticle, resin grains, scales or lumps, waxy secre- 
tions, and, rarely, particles of gum. 

All these phases may be, and usually are, found—repeatedly—in a 
single coal bed. Layers or benches composed mainly of wood, twigs, 
etc. are somewhat irregularly intercalated with layers in which the wood 
is less in evidence and fine debris containing, of course, larger portions of 
resistant exines, etc. forms a larger part of the deposit. In fact, as might 
be expected, and as may readily be seen, there is complete intergradation 
from the conspicuously xyloid type to what may be termed the spore type. 

Those horizons in which more or less of the wood, as well as the less 
resistant plant material, disappeared by decomposition are usually 
duller in aspect than the woody deposits laid down beneath a continuing 
and fully toxic water cover; and when, as so frequently happens, films or 
thin layers of mineral charcoal are present, the edges or transverse frac- 
ture surfaces of the coals are distinctly mat. To coal of such general 
physical constitution and aspect, a number of British investigators have 
applied the name ‘‘durain,” evidently with the thought that it represents 
a distinctive chemical or physical ingredient of coals. In effect, how- 
ever, the term appears useless except possibly in substitution for such 
adjectives as mat, which is not readily understood by the miner, or dull, a 
term not so agreeable to the coal operator. 

The occurrence of lenses or strips of bright coal bedded in the mat 
portions is common and familiar to all who handle coals. These almost 
invariably represent more or less flattened twigs, branches, and logs that 
did not succumb to the decomposing microbes before they were 
surrounded by a solution so toxic as to preserve them. Meanwhile, in 
the course of time, they became permeated by the ulmo-humic decomposi- 
tion products and, as now dehydrated, compressed, and lithified, they 
present the aspect of vulcanized rubber in the lower rank coals; of jet in 


144M. C. Stopes: On the Four Visible Ingredients in Banded Bituminous Coal. 
Proc. Roy. Soc. (1919) 90, 470. M. C. Stopes and R. V. Wheeler: Monograph on the 
Constitution of Coal, 1918. 
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coals of bituminous ranks; and of obsidian in anthracites. They are 
readily distinguishable in lignites, as well as in anthracites, if the 
examination is sufficiently close. 

It is not improbable that occasionally logs and branches were either 
driven down or sank of their own weight far enough into the organic ooze 
to cause their preservation for the most part, while at the surface of the 
peat the toxicity was not sufficient to preserve most of the wood contrib- 
uted to peat formation. Toxicity for short intervals would permit the 
survival of wood in such strips or “stripes.” To layers or benches of 
coal of the more or less woody type containing this densely humified 
woody tissue enveloped as lenses and strips in the mat (durain) layers, 
the same English investigators have applied the term “‘clarain,” which 
wholly without reason according to the writer’s judgment, has been put 
forward, like “durain,” as one of ‘‘the ingredients of coal.” It may be 
added that ‘‘vitrain,” a term applied to another of the supposed “four 
ingredients” in the belief that it represents an amorphus or structureless 
accumulation of humic acid, comparable to dopplerite, appears to be 
only very densely humified wood or other plant tissue, in which, due either 
to too advanced carbonization of the coal or failure of technique, the 
vegetable structure was not seen. 


Cannels 


Where ponds, bayous, or very sluggish channels, too deep for the 
growth of trees, occur in the swamp, the agitation or replacement of the 
water favors more oxidation or flushing of the toxic decomposition prod- 
ucts and permits the advanced decay of the reduced infall of land-de- 
rived vegetable matter, with the effect that little except spores and some 
resins!® and waxes, left by the decomposition of the drifted land plant 
material, sometimes with occasional cuticles, remains in the organic ooze 
which at depth becomes toxic. Here the contribution of the organic 
matter is more or less uniform in substance though subject to some 
seasonal variation in rate, and the water cover is rarely, or only after a 
long time, reduced by filling of the depression or channel, so that we have 
a massive deposit, sometimes with very little evidence of lamination. 
This deposit is the typical cannel. It is always laid down in quiet water 
of slight lateral extent and too deep for land plants to grow in. If the 
mineral matter in the sediment is relatively large in amount, it becomes a 
‘bastard cannel”’ or ‘‘canneloid,” or it may verge into a cannel shale if 
larger amounts of terrigenous inorganic matter are included. Seasonal 
or unusual variation in the water level appears to result in lamination 
which, however, may not show until the deposit is buried, lithified, 


and weathered. 
15 D. White: U.S. Geol. Surv., Prof. Paper 85 (1914) 65. 
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Fat Cannels 


Not infrequently minute floating alge—“ water flowers,” such as Rein- 
schia, Pila, Gleocapsamorpha, or Elaeophyton—live in the pond or 
bayou and the undecomposed or but partly decayed remains of some of 
the more fatty or resistant of these mingled with the exines and other 
normal constituents of the cannel, which the alge'® enriched by their 
generally waxy composition, the latter being high in hydrogen and com- 
paratively low in oxygen. 


Algal Coals 


Where, as in larger bodies of stagnant or nearly stagnant water, which 
may be alkaline, the fatty alge formed the greater part or even the entire 
deposit, we have the typical boghead, with its characteristic capacity to 
yield large amounts of artificial petroleum by destructive distillation. 


Lamination of the Coal 


Lamination characterizes practically all coals and is seen on close 
examination in anthracites and sedimentary graphite. Seasonal or 
irregular flushing may cause lamination. Ordinary obscure and exceed- 
ingly thin lamination, not attended by deposition of “mother of coal” 
is, however, probably correctly to be explained by seasonal variation in 
rate of contribution of the vegetable debris, by variation in the depth and 
concentration of the water, and by seasonal changes of temperature, all 
of which are found to produce lamination in recent silty deposits. It is, 
in fact, hardly to be doubted that the minute lamination has all the 
refinement of annual change in deposition. Brief seasonal exposure is 
not improbable, especially when the lamin are strongly marked as well 
as exceedingly thin. 


Muck Films 


Most coals show, however, a grosser and more variable lamination 
presenting phases which are hardly to be explained, except by exposure 
or oxidation of the peat-forming surface. That such exposure occurred 
from time to time is plainly shown by the thin layers or films of mucky 
soft matter resulting from the oxidation of the top of the exposed peat, 
which, in fact, was being transformed to muck. Such layers are seen 
even in anthracite. They probably indicate exposure for more than a 
very brief season. 


16 See B. Renault: Les Micro-organismes des combustibles fossiles, 1893; H. 
Potonie: Entstehung der Steinkohle und der Kaustobiolithe, 6th ed., 1920; M. 
Zalessky: Bull. Soc. Geol. Fr. (4) (1917) 373; D. White, and T. Stadnichenko: Econ. 
Geol. (1923) 18, No. 3; R. Thiessen, U. 8. Geol. Surv. Prof. Paper 132-I (1924). 


DAVID WHITE Zi 


Fusain (Mineral Charcoal) 


Other conclusive evidence of exposure, at times, of the surface of the 
peat is seen in the occurrence of fusain (mineral charcoal or mother of 
coal) strewn or matted in layers on the bedding planes of the deposit. 

The prevalent belief that fusain is the result of forest fires, either 
in situ in the immense swamps, or on adjacent higher ground from which 
the charcoal was washed out over the swamps is quite incompatible both 
with theory and fact. The assumption that it results from fires on the 
surface of the exposed peat is inconsistent with the great extent of the 
fusain layers, the evenness of the bedding, the absence of corrasion pits 
or ash accumulations with supposed cinders, the normal state of the 
coal just beneath the fusain, the regularity and parallelism of the distri- 
bution of the fusain, generally in thin layers, the sometimes almost 
incredible closeness of the layers which may form a large part of the 
deposit in some of the beds, the purity of some of the layers, and the deli- 
cacy and orientation of some of the carbonized debris. Fortuitous forest 
fires could hardly have been so frequent and so regularly recurrent over 
the same great areas, and so widely destructive as these should have 
been, without leaving traces of ash accumulation or residue. 

That the fusain cannot be charcoal drifted out from the land is shown 
by the continuity of its deposition; by the arrangement in normal posi- 
tion or relations of the ‘‘charred”’ fragments of such delicate material as 
fern fronds, pinnules and stipes, not to mention stems and branches; by 
the inadequacy of any transportation current to distribute charcoal evenly 
again and again throughout the great areas in the midst of the growing 
vegetation, and, especially, to do so without an accompanying film or 
sheet of land-derived mineral sediment, and, finally, by the inadequacy 
of any probable supply at the source. To assume that the erosion which 
would transport these vast quantities of charcoal out over thousands of 
square miles of coal-forming swamps would not at the same time erode the 
soil as well as wash away the plant debris is inadmissible. On the other 
hand, the fossilized peat surface offers no sign of erosion, nor of submer- 
gence beneath waters not the most tranquil. 

In another publication discussing the origin of fusain,!” I am pointing 
out the insolubility of the “‘ulmo-humic”’ decomposition products in water 
at ordinary temperature after they have once been concentrated and 
dried, as pointed out by Collin Rae'’ and others. With this fact in mind, 
the fragments of wood, bark, stem, fern leaf, and other debris, now fusain, 
covering innumerable bedding planes in the coal may be regarded as 
undecayed or partly decayed plant debris lying on the surface at times of 
exposure of the peat by evaporation of the water cover. Under these 
conditions, the evaporation-concentrated toxic decomposition matter 


17 The Carbonaceous Sediments. 
18 Collin Rae: Amer. Assn. Pet. Geol. Bull. (1922) 6, 334. 
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in the solution, impregnating and drying on the surface of pinnule, stem, 
and wood fragment would not only protect them for a time under weather- 
ing, but by the insolubility and toxic composition of the film or crust 
coating the fragments, would leave them protected and resistant to the 
renewal of microbian action, that is, further decomposition, on resub- 
mergence, and the resumption of peat deposition. 

In some coal beds and in benches of other beds, presumably laid down 
in a persistent water cover of the swamp, layers of fusain are relatively 
rare or even wanting; in others, they appear to form a large part of the 
coal. Rarely, it forms thin beds or lenses several centimeters in thickness. 
In some cases, it is jumbled and confused as by slight wave action. It 
is common in anthracite, though it appears to have been crushed in the 
course of the great pressure stresses to which the anthracite beds have 
been subjected. To a considerable extent, the thicker layers in anthra- 
cite are rubbed and eroded in the process of preparation of the coal for 
the market. Pennsylvania, Colorado,:and Washington anthracites are 
apt to break along bedding planes covered by fusain, in spite of an appar- 
ent partial cementation in these layers. 

Fusain is probably the source of the greater part of the dust in mines, 
tipples, and crushers of anthracite and other coals. Its structure, poros- 
ity, and friability suggest it as the principal source of the exceedingly 
comminuted and most easily ignited mine dust. 


EFFECTS OF WATER CONDITIONS ON THE INITIAL COMPOSITION OF THE 
Deposits 


As foreshadowed in the discussion of the conditions of deposition of 
the xyloid and the spore coals, and of the formation of cannels and 
bogheads, a very close relationship exists between water conditions and 
the initial chemical composition of the coals; 7. e., in the peat stage. In 
the typical woody deposits, for which a thin perennial stagnant and toxic 
water cover is most favorable, the carbohydrates (lignocellulose, cellulose, 
etc.) form the greater part of the solid organic matter and as the coal 
passes through its subsequent alterative changes, its chemical composition 
is dominated by products of carbohydrate derivation. 

On the other hand, where the water conditions favor the decomposi- 
tion of the less-resistant organic debris and where even the greater part 
of the woody (carbohydrate) material decays, a large portion, perhaps 
nearly all, of the carbohydrates goes into the colloidal decomposition 
solution, more or less of which is carried away in the drainage of the 
swamp. The portion remaining in solution has lost its carbohydrate 
character through biochemical transformation, as will be shown in other 
papers of this series. Accordingly, in these deposits the chemical effects 
of the non-carbohydrate elements in the spores, resins, waxes, and other 
fatty plant secretions and products are more and more marked, they 
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having been brought into prominence by the disappearance of an other- 
wise overwhelming amount of woody matter. It is to be noted at this 
point that the resins and waxes, and the other resinous, woody, and fatty 
plant products, such as the spore and pollen exines, and the fragments of 
cuticle, which are resistant to decay under‘water, are characteristically 
high in hydrogen and low in oxygen, quite the reverse of the carbo- 
hydrates. Therefore, as these form larger proportions of the organic 
sediment, the deposit becomes “richer,” 4. ¢., it is relatively higher in 
hydrogen and lower in oxygen and, in general, much higher in volatile 
matter. This is well illustrated by the cannels in which the woody 
tissues are reduced nearly to obliteration, though they doubtless con- 
tributed much to the decomposition solution now hardened as binder or 
groundmass in the deposit. 

Still greater richness in hydrogen and volatile matter is added when, 
as in many of the cannels, fatty alge, especially microscopic colonies of 
one-celled algz of certain kinds with thick, waxy, or fatty cell walls mingle 
with the other plant debris of the deposit. Consistently, the bogheads, 
which are made up largely or almost exclusively of such alge, are the 
fattest (the most richly hydrogenous, and the most productive of volatile 
combustible matter) of the entire series of carbonaceous organic sedi- 
ments. Not only are these bogheads, or algal coals, productive of oil in 
greatest amounts, sometimes as much as 135 gal. to the ton, when dis- 
tilled, but the distillates produced by methods approximating as 
far as possible natural geological conditions approach nearest to the 
natural petroleums. 

Variation in the amount of volatile matter in different layers of a coal 
bed is largely due to variations in the proportions, or in the concentration, 
of spore and other “fatty” ingredients, as compared to the amounts of 
woody matter, especially fusain, in the deposits. 

The chemical contrasts between the types of coal, due to differences 
in the chemical composition of the ingredient debris and decomposition 
products, are greatest in the initial or early stages of alteration of the 
peat to coals of higher rank. Eventually, as will be pointed out in 
another paper, these initial chemical differences are obliterated as the 
deposit approaches the rank of anthracite. Meanwhile other distinc- 
tions develop as the result of geochemical changes in the buried deposits 
under geodynamic influences. 


DISCUSSION 


Epwarp C. Jerrrey,* Cambridge, Mass.—The statement that the 
natural layers of coal represent a high degree of biochemical change is 
one to which I cannot subscribe because the microstructure of coal shows 
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‘that the matrix layers are unusually well preserved. The matrix layers 
show a great deal of structure, more than the shining layers of coal. 

As regards the origin of mother of coal, I also disagree with the author. 
I have microscopically examined a great deal of coal from all parts of the 
world and I think he has changed his attitude regarding mother of coal. 
Some years ago he thought that it was due to the action of the dry-rot 
fungus, or some similar organism on wood. If that were the case, the 
fungus would show some evidence of its presence, either the actual body 
of the fungus would be present, or, if, the body disappeared, the holes 
that it always makes in the cells would beseen. Neither of those phenom- 
ena can be observed to any extent in mother of coal; I have examined an 
immense quantity of it. From the comparisons of recent deposits in 
water with coal, I have come to the conclusion that mother of coal is 
exactly what it is often called, mineral charcoal, the result of former 
forest fires. I think that is the only hypothesis that fits all the facts. 


Grorce H. Asutry,* Harrisburg, Pa.—One phase of this subject 
has not been touched on, though it is one on which we have all thought a 
good deal and which has more or less bearing on the general physiographic 
conditions in which coal is laid down; that is the origin of the thin partings. 
The more I have studied these, the more the question has arisen, in my 
mind, as to whether wind action may not have to be drawn on to account 
for the laying down of such very thin layers of practically uniform thick- 
ness, in many cases over hundreds or thousands of square miles. These 
thin partings seem to be of a different character from partings, here and 
there, that thicken toward what might have been a shore, as though they 
had been washed in by water and feathered out. These thin partings are 
often 14 in. thick and, as in the Pittsburgh bed or in the beds of the 
central interior field, sometimes can be traced over very large areas. 
What is known as the blue band in the No. 6 coal of Illinois, covers several 
thousand square miles and has a thickness of about 1 in., yet I cannot 
see how such a uniform bed could be laid down by water currents. It 
is a difficult thing to picture those conditions adjoining these great 
swampy areas. 


RerNnarvt Turessen,{ Pittsburgh, Pa.—I am glad to have my theory 
of the origin of the thin bands of shale in coals expressed; I believe they 
are wind-born deposits of eruptions probably, though many crystallog- 
raphers disagree with me. 

During the last three years, in my work on the correlation of coal 
beds, I have observed that all the coal beds in Ohio, West Virginia, and 
western Pennsylvania have been laid down in subsiding areas. The coal 
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always begins at the bottom, with what I call anthraxylous coal, and in 
going toward the top of the bed it becomes more and more attritious. I 
think that at first it was a typical woody swamp and the moisture condi- 
tions increased until we had a typical aqueous swamp—the woody 
plants gradually giving way to more and more swamp-loving or water- 
loving plants until the whole area was covered by a typical aqueous 
swamp and finally by shallow water. At times, the subsidence seems to 
have been retarded and woody plants again appeared, but the surface 
seems to have subsided again and aqueous conditions continued until the 
area was covered by silt; very often the coal ends with a cannel coal, 
as is typically shown in the Freeport bed, showing that the aqueous 
stage was prolonged. 


S. W. Parr,* Urbana, Ill.—If we were to accept the fire theory of the 
origin of mineral charcoal, we would have to diagnose a kind of fire that 
has left a very uniform type of material. We calculated to the pure 
organic material, according to a habit of calculation that we have 
developed in our laboratory, that it would have stopped at a volatile 
constituent in the pure material varying only 2 or3 percent. That would 
seem to be very difficult from the fire standpoint. From 17 to 19 per cent. 
of volatile matter is uniform with regard to this type of deposit. If we 
may accept a dual form of mother of coal, in which there is a higher ash 
content and in which the volatile factor is a little bit higher in one than in 
the other, we find another peculiarity of this substance. The normal 
mother of coal has no ash other than what we expect to be present in the 
wood ash and very low, corresponding in terms of the ash factor for the 
glance coal. . 

The other type of mineral charcoal, quite as unfortunate as fusain 
from my standpoint, sometimes runs as high as 25 per cent. in ash. All 
these high-ash layers are characterized by a very high sulfide of iron or 
very high carbonate of lime. That suggests that the very porous layer 
of mother of coal has had a secondary infield tracer and we frequently 
find calcium carbonate and pyrites associated. The heat value of the 
organic material in any of these types is almost exactly the same as pure 
organic substances of the coal. 


Davip B. Recer,+ Morgantown, W. Va.—The partings in coal 
interest us all very much and puzzle us even more; still I am loath to 
believe that any theory can be successfully established that calls for the 
transportation of this foreign material in solid form from a distance into 
the coal swamp, as it would be most irregular and unnatural for the 
same thickness to be carried for thousands of miles. If this were volcanic 
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matter, as has sometimes been claimed, it would necessarily be thicker at 
the source than farther out in the swamp, and the same thing is true of 
silt. But suppose that muddy water formed it. Every coal swamp has 
a small amount of silt in solution; then as the water evaporates (either 
slowly or rapidly as you please), having had a more or less constant 
depth over the swamp, there will be a deposit of probably uniform mate- 
rial with fairly uniform thickness, because a certain percentage is all 
the time coming out of the evaporated water as long as the water is in the 
swamp. Possibly, in the process, the water is agitated gently and the 
material is kept partly in solution, so that it settles slowly down into the 
peat and becomes a part of the coal and does not become a noticeable 
layer but is disseminated through the coal in formation. Of course, this 
process does not make a noticeable band, but if you assume that the 
water was evaporated quickly during some cycle of uplift or draft, it is easy 
to suppose that there will be a silt layer of constant thickness and perhaps 
fairly constant extent, just as we find the partings in the coal beds. 


Witpur A. Neutson,* Nashville, Tenn.—During the past year, some 
of the clays in the coal measures in Alabama have been found to be made 
up of volcanic material. Samples of those clays have been sent to the 
United States Geological Survey and they show Bentonitic material, as 
we have been calling it. The thickness of partings in coal seams could 
readily be accounted for as coming from a volcano, if the volcano was 
very far away. It is only when very close to the volcano, that there are 
great differences in the thickness of the ejected material. Inthe Mississip- 
pian rocks, there are many layers of clay that are very full of volcanic 
material—Green Bentonitic clays. This recent discovery in the coal 
measures in Alabama would indicate that if we study the coal meas- 
ures more carefully, we will find other clays of a volcanic ash origin in 
these measures. 


REINHARDT THIESSEN.—The evaporation theory is not good in this 
case because plants, as we find them in the coal measure, will not grow 
in deep or even shallow water. I paid particular attention to the Free- 
port bed, where the coal comes up normally, that is, woody coal gradually 
becomes more and more mixed with mineral matter. In other words, 
the mineral matter in the bone begins in the first inch with the normal 
mineral matter content of the coal and increases gradually up to about 20 
per cent., and from there on it stays rather constant or increases slowly 
until it reaches the maximum; then it gradually disappears until the coal 
again assumes the normal character. If we should imagine the peat 
covered with water to such a depth that we should have precipitation of, 
say, 11 or 12 in. of mineral matter, such a submergence would have 
killed off all the swamp plants living in it. 
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Grorce H. Asntey.—The idea of volcanic origin of these thin beds 
appeals to me; they have been scattered through the whole body of 
our coal measures.: What we call the “flint-clay bed” runs from central 
West Virginia into northern Tennessee; it is well down in the Pottsville. 
The Pittsburgh bed is near the top of the ‘@oal Measures.”” To account 
for these thin partings by assuming volcanic eruptions every time a coal 
_bed was being laid down is stretching our eredulity. The only other 
solution is to say that whirlwinds sweeping over practically desert areas 
lifted this matter very high in the air and allowed it to drift over and 
settle on these large swamp areas. I know of no conditions where similar 
deposits are being laid down in areas adjoining our deserts. It is difficult 
to think of large deserts adjoining swamp areas, but this solution may 
have some bearing on our ideas of the origin of the coal. 


Witpur A. Netson.—I will not say that all partings are necessarily 
derived from volcanic material, but I believe that many will be found to 
have that derivation. In a study of the coal fields of Tennessee, we have. 
found a series of three or four parallel troughs. As one filled in with 
sandstones, shales, and coal beds, it was filled out to a barrier reef a dis- 
tance of 10 to 15 miles; and then comes the next one, and then the next. 
That does not seem to agree with the theory of deserts next to the coal 
deposits. A very detailed study has shown this to be the condition of 
deposition in the southern half of the Tennessee coal field, and it is the 
same condition that has been thoroughly established as being responsible 
for the deposition of the Paleozoic formations in the great valley of east 
Tennessee. 


Epwarp C. Jerrrey.—The question of the partings in coal, so faras 
they are produced by the substance known as mother of coal, should be 
envisaged and looked at from the standpoint of actual deposit. No 
doubt there are continuous layers of the charcoal from burnings on the 
land in actual peat deposits laid down in water and, further, not only are 
there continuous layers, but also isolated pieces of charcoal more or less 
irregularly diffused throughout those deposits. The only rational theory 
is that this charcoal originated from land fires and was washed into the 
water where it floated and sooner or later sank. For example, after a 
fire, I noticed quantities of charcoal floating on the surface of Lake Huron, 
and I imagine that is not an uncommon occurrence. 


James F. Kemp,* New York, N. Y.—We should be careful to discrimi- 
nate between what is native and what is infiltrated afterwards; the men- 
tion of carbonate of lime and pyrites would suggest that a large part of 
this material was infiltrated. I hesitate to speak closely about the 
actual composition of mineral charcoal, but the subject has interested me 
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because fossil Calamites are commonly visible in it. I presume that 
there were high-silica plants in Carboniferous times, very much as there 
are today, and that these might have formed a framework contributing a 
very high ash, compared with other forms of vegetation. The fumes 
of calcite and gypsum and other evidences on the joints in the coal show 
that there has been a good deal of infiltration, which would naturally go 
into the most porous parts of the coal, and those parts are the layers of . 
mineral charcoal. 


E. S. Moorz,* Toronto, Ont.—It would be difficult to assume that 
these thin partings in coal seams were formed by evaporation. When 
you examine the composition of such a deposit, you would expect it to 
be very much higher than it is in the substances, like calcium carbonate, 
usually carried in solution, relative to the other constituents. It is 
also difficult to assume that the partings all represent volcanic deposits. 
The only logical explanation that I have been able to find for them is in 
supposing that in times of high water some streams laden with fine 
sediment have broken levees and flowed over the swamps, spreading the 
sediment over very large areas. 

I have justread Doctor Jeffrey’s work on Coal and Civilization, in which 
he so strongly urges the charred-wood theory for the origin of this material 
and have wondered whether he has not made the same error that so 
many of our mineralographers make in explaining our problems in ore 
deposits in the laboratory without reference to the structures in the fields. 
For a number of years, I have observed all the swamps associated with 
the burned areas I have come across in northern Canada and elsewhere, 
but I cannot see the possibility of obtaining the relative proportions and 
the associations found between the mineral charcoal and the other coal 
by any means of having this material washed in from burned areas in a 
region where you are going to get the great coal seams laid down. When 
most of the charcoal is carried off the burned lands into the bodies of water 
great quantities of mineral sediment are carried in at the same time. 


Epwarp C. Jmrrrey.—Lands covered by vegetation, except under 
very unusual conditions, where there is a great fall of water, do not 
undergo erosion. My attention was directed to that a number of years 
ago, when studying plants growing in wet places, and I looked in vain 
for the seedlings until it occurred to me that they might make their 
appearance where the soil had broken away, and by searching there found 
them. It is easy to exaggerate the question of erosion in low areas, such 
as it is generally agreed, in the theory, that coal deposits were laid down. 
I do not believe that mineral sediments were laid during the active coal- 


formation period. At any rate a very large volume of it was water 
with mineral absorption solution. 
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Doctor Kemp is entirely right in his view that the mineralization of 
certain mother of coal, so-called, is due to the mineral substances in 
solution in water. It is not usually the case that lignite debris deposited 
in the clay beds are filled with pyrites. Wood is the natural resting 
place of mineral matter, and we are investigating now the formation of 
crystals in plants. It has been supposed that it was the laying down of 
crystals that made the mother of coal; that is, a.coal or a matrix was laid 
down first and the crystal was laid down’in that matrix. It is apparently 
a parallel case. 


Grorce H. Asuiey.—In the block-coal field of Indiana, there are 
three or four beds that consist of alternating layers of bright and dull 
coal. These beds run as much as 5 ft. thick, while the dull and bright 
bands run not less than twelve layers to the inch. The whole bed is 
composed of alternate layers of mother of coal and glance coal, so that 
any explanation of mother of coal must provide for such a repetition of 
conditions as will produce these thin bands. The coal of those beds is 
characterized by being in small pockets, or basins—as many as four pockets 
have been mined in one small mine while some basins may be 15 or 20 
acres in extent; the coal is limited to the basin, except possibly the top- 
most layer, which may run from one basin to another. That layer is not 
of the block character; it does not have mother of coal, but is ‘“bituminous.”’ 
There seems to be, therefore, some relation between the small basins and 
the presence of the mother of coal. These small basins cover a large 
part of the eastern side of the Indiana field; so that a thousand square 
miles may be covered with these small basins of coal. The most reason- 
able explanation seems to be that these small basins have dried up during 
each dry season, or during especially dry seasons and the layers of mineral 
charcoal represent the dried surface of the peat. 


Epwarp C. Jerrrey.—The mother of coal is not uncommon in 
cannels and oil shales, formed continuously under water cover. 


Homer G. Turner,* Bethlehem, Pa.—My observations on anthra- 
cite have shown that, aside from any possible mineralization by means 
of pyrite or other minerals, there are several kinds of mother of coal. 
They vary from materials which are difficult to scratch with the thumb 
nail, to those which are easily pulverized between the fingers. The hard 
materials show under the microscope either crushed cells or perfect 
cells with thick walls. The soft materials show perfect cells of the same 
type as those of the hard except that the cell walls are thinner. There 
seems to be every gradation from anthraxylon to material that closely 
resembles ordinary charcoal. This gradation suggests that chemical 
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reaction is a more logical theory for the origin of mineral charcoal than is 
the theory of forest fires. 


Davin Wuitr.—We all agree that mineral charcoal (fusain) is present 
in coals of all ages since the beginning of forest growth on land. All the 
common types of post-Devonian coals contain it; in some coals it is very 
scarce and in some incredibly abundant. Sometimes the layers will not 
be 14 mm. thick in matter seemingly evenly spread; yet, when examined 
closely, it will be found that neither the fusain nor the enveloping matter 
is distributed evenly. 

‘Mineral charcoal”’ consists of fragments of plant tissue not fully 
decayed. It embraces all kinds of wood, according to the geological 
period. In many of the Carboniferous beds there is no readily visible 
trace of Calamari; equisetums and horsetails were relatively scarce in 
the Tertiary swamps. Sometimes we find the most delicate fusain 
material scattered in these infinitesimally thin layers, hardly separated 
one from another by an appreciable thickness of glance coal, ordinarily 
not over 14 mm., and rarely more than 1 cm. in thickness. Very delicate 
pinnules of ferns in which the nerves are transformed to fusain are some- 
times found in the ‘‘mineral charcoal;’’ these must have been transformed 
in place in the swamp. 

We sometimes make the mistake of predicating conclusions as to 
coal and its formation on an intensive study of a single bed with which 
we are particularly familiar or which we have subjected to special 
examination. Iam perhaps quite alone in my theory of mineral charcoal 
(fusain). The assumption that this material has drifted in such enormous 
quantities as to make up the greater part of the coal beds in some of the 
swamps is utterly incompatible with any assumption that coal is laid down 
in an immense swamp; the vegetation necessary to produce the coal 
could not grow in a swamp of such vast extent if the circulation was so 
unobstructed by vegetation that charcoal drifting from upland or border 
land perhaps 60 to 70 miles distant has come unobstructed, and has been 
scattered in a thin layer over thousands of square miles. The extra- 
ordinary continuity of the fusain layers and their close proximity to 
one another, often with less than one-half millimeter of intervening ulmic 
matter, makes the drift theory little short of preposterous. On the other 
hand, the total amount of charcoal in some of the coal beds is really 
enormous. It can not have come from the land. 

It is hard to understand how the charcoal would be formed in such 
great amounts on the land without destructive fires that would do more 
than destroy the growing tree—would probably denude the land. If 
there were a run-off such as is necessary to gather the charcoal and carry 
it out over the great swamps, this run-off could not possibly have failed 
to have extensively eroded the undersoil, stripped by the fires and laid 
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bare for erosion. We would have had enormous amounts of ash in 
beds in which the charcoal brought by transportation was accumulated 
in such great amounts. 

If the mineral charcoal were actually charcoal remaining from 
forest fires, coal beds containing large quantities of it should be relatively 
high in fixed carbon. On the other hand, the slight variation in the 
fixed carbon of layers containing much mineral charcoal accords with 
my explanation of its origin. The humic matter of the deposit not only 
enveloped carbohydrate material but partly transformed and, to an extent 
at least, it impregnated the woody debris. 

From the circumstances of deposition of coal, it must happen during 
the long period required for the sedimentation of a thick bed that, due to 
the varying rate of subsidence or filling of the basin, the peat will at 
times be built above water level, so far as this may have been practicable, 
with occasional development of muck layers as the result of oxidation of 
the exposed peat; or, on the other hand, the vegetation will have been 
drowned out as a result of too rapid submergence. In the latter case, 
freer circulation of water over the submerged swamp would facilitate the 
distribution of fine silts and mud in muddy water, which would gradually 
settle in a layer possibly very thin but extending with relatively uniform 
thickness over great areas. Similarly, breaching of barrier bars as a 
result of too rapid subsidence would permit incursions of the sea, pos- 
sibly with inwashing of sand over the peat. If the sea remained, even a 
short time, the fresh-water vegetation from which normal peat is formed 
would be killed, and if the excess of marine water was adequate marine 
fossils may have spread out over the swamp. Lingula and Discina were 
best able to endure the acid peaty bottom conditions. Goniatites appar- 
ently were relatively hardy. With clearer and less acid water condi- 
tions, marine mollusca, including coral, may have invaded the swamp. 
Of course, if the sea was not shut out and the surface of sedimentation 
was not raised sufficiently by deposition of marine organic and inorganic 
matter, peat formation will have terminated and we shall have a marine 
shale or argillaceous roof over the peat previously formed. On the other 
hand, if the sea was excluded and the water cover was sufficiently reduced 
in thickness, fresh-water peat-forming vegetation of the normal types will 
eventually recover the old area. Marine partings, with marine organisms, 
may be not more than an inch in thickness. 

Limestones partings are extremely rare but, in the coastal swamp 
peats (coals), marine partings are probably more frequent than is gener- 
ally supposed. 

Partings resulting from flooding from the landward side of the swamp 
are characteristically more or less distinctly wedge-shaped and should 
be thicker and more arenaceous in the direction of the source of the 


sediments. 
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I recall a number of volcanic explosions—Kilauea, Martinique and 
Katmai—that have contributed dust of rather widespread extent. A 
thin layer of volcanic ash settled on the pools and housetops at Newport, 
R. L., after the eruption near Martinique. The presence of voleanic ash 
in coal partings is not remarkable and, in view of the considerable time 
that may have been required for the deposition of the “‘bluej band,”’ 
in Coal No. 6 in Illinois, is rather to be expected and even looked for. 
However, I cannot admit that much of the inorganic detritus, not voleanic 
or cosmic, that makes up the ordinary coal parting, was blown to its 
present geographic position by the wind. The degree of aridity pre- 
dicated by such eolian transportation is incompatible with the luxuriance 
of plant growth which characterizes most of our coal deposits. Cer- 
tainly, a combination of wind-blown inorganic sediments with charcoal 
of forest-fire origin prepares one to expect a percentage of ash in the 
- charcoal partings that is not present. 


A. C. Noé,* Chicago, Ill. (written discussion).—This paper gives the 
condensed substance of an entire textbook on coal geology. It contains 
all essential facts in the history of coal deposits and allows us to visualize 
the processes of nature by which the great coal swamps were produced, 
were covered up again, were changed, and lifted out of place. The 
mining engineer may well be stimulated, by this paper, to look upon the 
peculiarities of the coal seams from an evolutionary point of view and to 
understand them better. 


W. A. I. M. van WATERSCHOOT VAN DER GRACHT, Ponca City, Okla. 
(written discussion).—This paper is an excellent and singularly complete 
description of the nature of the Palaeozoicand Mesozoic peat swamps, and 
the various conditions and factors that influenced the deposition and char- 
acter of our coal beds. Unfortunately, I am less familiar with the Ameri- 
can coal deposits than with those of Europe, but the author’s statements 
apply to conditions observed in the Coal Measures deposits of northwest- 
ern Kurope, from Silesia to the English Midlands and Scotland. Here also 
we have a broad and flat coastal zone along a very shallow epicontinental 
sea, to the north of a slightly rising continent: the first warping of what 
would later become the Hercynian-Armorican front ranges. This epicon- 
tinental sea also had a northern shore, revealed only in the Coal Measures 
of Scotland, but buried farther east under the Mesozoic and Tertiary 
deposits of the north German plains and the Baltic. 

Tere, again, we find in the Lower Coal Measures singularly wide and 
uniform swamps, succeeding largely arenaceous and dominantly marine 
conditions. ‘This densely overgrown, wide, flat coastal plain was entirely 
unbroken, except by occasional estuary lagoons and lakes. The same 
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coal seams can be traced from eastern Westphalia all the way through 
Holland and northern Belgium, and very often it seems that some 
should be correlated to such in northwestern France and even in England. 
This correlation is doubtlessly possible for some of the major marine 
invasions. 4 

There apparently was a tendency for slightly deeper water west of the 
Rhine, in Holland and in the Belgian Campine, where the barren facies 
of the lowest Coal Measures gradually extends higher up in the series, 
consisting of a preponderance of massive, finely sandy shales, filled with 
a hash of mostly much decomposed and undeterminable plant debris. 

In the middle Coal Measures, conditions become more variable: the 
coal seams, though thick and numerous, succeed each other rapidly, and 
are of far less lateral extent, indicating more differentiated and changing 
swamps of lacustrine character in wide and very flat lowlands. Marine 
invasions are practically absent, indicating that marine conditions must 
have retreated to considerable distance. 

In the upper Coal Measures of Westphalia, Holland, and Belgium, 
conditions become still more irregular and the coal seams are usually full 
of intercalations of finely sandy shale beds. At least temporarily, marine 
conditions also become more frequent again and indicate occasional 
deeper submersion, sometimes depositing a thin limestone. Farther to 
the north, however, the few outcrops, limited to a few uplifts in the Teuto- 
burger Wald, mark the prevalence of a more barren red bed facies with 
very few coal seams. 

The uppermost, Stephanien, series is not represented in the known 
northern area, having been eroded before the deposition of the middle 
Permian, which (after the main diastrophism) commenced as a new shallow 
epicontinental sea (the Zechstein), which soon changed to a widespread 
saline formation and red beds, which continued all through the Trias. 

The marine invasions in the productive Coal Measure series but rarely 
deposited thin marls or limestones with brachiopods; they generally con- 
sist of an often extremely thin black shale bed with minute dwarfed or 
very young goniatites and a few lamellibranchs; lingula is generally 
present and very often is the only indication of salt or at least brack- 
ish water conditions. 

In the middle Coal Measures, coarse sandstones are entirely absent, 
only fine-grained sandy shales or fine shaly sandstones are found as 
intercalations in pure mud shales; higher up in the series coarser or even 
conglomeratic beds appear again, indicating nearby higher ground and 
stronger precursory earth movements of the orogenic phase of the late 
Carboniferous-Permian diastrophism. 

All that the author says of the deposition of the coals holds true for the 
European Coal Measures. His description is so good that, in reading it, 
we almost feel transferred into these boundless tepid swamps of the remote 
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past, with a vegetation so luxuriant that even the immense lush tropical 
swamps of Sumatra must fall far behind such riotous growth. In 
Europe, we observed that when water apparently became deeper, drown- 
ing out the vegetation in a swamp, Calamites apparently continued to 
grow longest in such lakes; while on the contrary, if lack of moisture 
seemed to have stopped peat deposition, the upper layers of the coal bed 
consist of dull mineral charcoal. When a salt-water invasion put an 
end to the growth, siliceous or calcareous “coal balls” are common. 
How far should the Glossopteris flora in Arctic and southern Gondwana 
Coal Measures be interpreted as an indication of a different, possibly 
colder climate? 


Davip Wuite (author’s reply to discussion).—While it is more diffi- 
cult to reveal the structure in the glassy layers of the coal than in the mat 
layers or ‘“durain,’’ where much refuse showing structure may be dis- 
cerned with the naked eye, abundant debris of structural organization is 
present also in the former. 

As to formation of mother of coal, Professor Jeffrey attacks a theory 
long abandoned by me. I hope, on the other hand, that I have shown 
that the old theory supported by him is untenable, whether or not my 
substitute explanation is later fully established. 

I agree entirely with Doctor Thiessen as to the evidence of variations 
in the depth of the water cover, due to varying submergence, and their 
effects on the progress of biochemical decomposition and on the mechani- 
cal constitution of the sediments; but not as to the frequency and volume 
of partings composed of volcanic ash or dust carried by winds. 
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* 
The Microscopical Constitution of Coal* 


By Reinnarpr THIEsseNn,{ Pirrspurcu, Pa. 


(New York Meeting, February, 1925) 


INGREDIENT MATERIALS OF COAL 


IN THE general study of coal, all evidence points in the one direction 
—that coals had their origin in a manner analogous to that of peat. 
The best method of studying coal, whether it concerns its chemistry, 
composition, or physical condition, is to study peat. The essentials 
in a study of peat are a knowledge of the chemistry of plants, knowl- 
edge of decay and of the transformation process of plant-substances into 
peat. A number of facts must be emphasized, namely, (1) peat is formed 
under wet conditions only; (2) plants grow in the place where peat is 
formed; (3) all the plant substances go into the bog; and (4) all the plant 
substances are subjected to a series of phases of decay which are (a) in 
the air completely above the water level but in relatively moist conditions; 
(b) above the water level, but covered by debris; and (c) completely 
submerged by both water and debris. 


PLANT CHEMISTRY 


Plant chemistry as a whole is remarkably well understood. The 
number of compounds composing plants is large, and it is not possible 
here to give even a comprehensive outline, but a classification into 
definite groups is possible; this is as follows: 

Carbohydrates; glucosides; pigments; tannins; acids, alcohols and 
ketones, etc., and their salts; essential oils; resins; vegetable bases; 
proteins; enzymes. : 

Plant substances may also be grouped according to the role they play 
in the life of the plant, such as: 

Framework materials, living materials, food materials, protecting 
materials, waste materials. ; 

While this classification groups them well for certain purposes, It 
does not group them exactly chemically; but in a consideration of the 
composition of coal, this is an excellent classification for our purpose here. 


* Published by permission of the Director, Bureau of Mines. 
+ Research Chemist and Microscopist, Pittsburgh Experiment Station, Bureau of 


Mines. 


36 MICROSCOPICAL CONSTITUTION OF COAL 


CARBOHYDRATES 


This group is a most important, but not the only important one. 

It furnishes the bulk and that part of the coal in which the other constitu- 
ents are held. The carbohydrates embrace the following: 

1. Monosaccharides. 

2. Disaccharides. 

3. Trisaccharides. 
Dextrosans (starch-dextrin-lichenin) 
Levilosans 
Mannans 
Galactans 

Gum arabic 

5. Gums ; Wound gums 
Pentosans 
6. Mucilages. 
7. Pectins. 


4, Polysaccharides 


Hemi-celluloses 
8. Celluloses | Normal celluloses 
Pecto cellulose 
Compound celluloses Lighoveslimines 
9, Cutin. 

10. Suberin. 

The carbohydrates differ greatly in the ease with which they are 
attacked by agencies of hydrolysis and decay. The mono-, di-, and tri- 
saccharides are all water soluble and most of them are fermentable and 
food materials, but a few like talose and tagalose are entirely unferment- 
able. The polysaccharides must first be hydrolyzed before they can be 
fermented. ‘They yield glucose on hydrolysis, which may be accom- 
plished by dilute acids or by enzymes. 


Gums 


Gums are found in the wood of plants and trees, from which they 
often exude, as in the cherries and peach, corn stalks, straw, etc. On 
hydrolysis, the wood gums yield almost pure pentoses; they are therefore 
called pentosans. The wound gums yield arabinose; other forms of 
gum are gum arabic and gum tragacanth. The gums are hydrolyzed with 


difficulty, and for this reason are poor foods for animals and for 
micro-organisms. 


Mucilages 


Mucilages are secreted by certain hair-like organs on the skin of 
plants, leaves, and fruits. Their chemical composition is not known. 
When hydrolyzed, they yield arabinose, galactose and mannose. 
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Pectins 


Pectins are commonly found in fruits, such as currants, gooseberries, 
apples, pears, etc., and in many fresh vegetables, like carrots, turnips, 
etc. They are easily soluble in hot water and when cooled set into 
jellies. The middle lamelle of plant tissues are also composed of pectins. 
Pectine is hydrolyzable by acids forming glucose. It is also hydrolyzable 
by the enzyme pectinase secreted ‘by micro-organisms. Gums and 
mucilages also form part of the tissues in wood and, as such, are impor- 
tant constituents. 


Celluloses 


Celluloses are by far the most important plant compounds to be 
considered. They are characterized by their greater insolubility and 
greater resistance to chemical reagents. They also differ greatly among 
themselves in this respect. Celluloses are classified into hemi-celluloses, 
normal celluloses, and compound celluloses. 

Hemi-cellulose is found most abundantly in the cell walls of seeds, 
in the shells of nuts, rinds of fruits, seed coats of beans and peas, etc., and 
also form a small part of wood. They are more easily hydrolyzable than 
the other celluloses, and are thus separable from them. 


Wood 


In the ordinary leafy plants, as in herbs, shrubs, and trees, the actively 
living part of the plant is confined to the growing points, as in the tip of 
the roots and tips of the branches, and in a narrow zone between the 
bark and the wood of the stem in every part of the plant, called the 
cambium. In every case the growing point is the predecessor of the cam- 
bium in the stem. During the growing part of the year, the cells of the 
cambium divide actively in a plane parallel to the surface. The cells 
splitting off toward the outside form the cortex, or bark, those splitting 
off toward the inside eventually form the wood. In this manner the 
stems grow thicker. The new or young cells formed, whether in the 
growing plant or the cambium, at first consist of almost pure cellulose. 
But soon other substances are added to the cell wall besides cellulose from 
the protoplasm and the cell sap, consisting mainly of lignin, and small 
quantities of pectin, xylan, pentosan, and hemi-celluloses; later, still 
other substances are added mainly in the lumine, such as tannins, 
phlobophenes, resins, waxes, fats, and a few other substances. The proc- 
ess is usually termed incrustation or lignification and the sum of the sub- 
stances is called wood. 

The resins, waxes, fats, and oils may be extracted by means of corey 
solvents, the tannins may be removed by boiling with water ; the pe 
and pectocellulose may be removed by hydrolysis with dilute acids by 
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boiling; the pentosans may be removed with dilute sodium hydroxide in 
the cold; see Table 1.1. These processes leave the cellulose and the 
lignin intact, together called lignocellulose. 


TaBLe 1.—Analyses of Woods 
(Results in Percentage of Oven-dry (105° C.) Samples) 


Solubility in 
Species ee Ket oe | ee: pon toes 
| Water | Water | eae ie Acid 
| 
Western yellow pine...... 6.42 | 0.46 4.09 5.05 | 8.52 | 20.30 | 1.09 
(Pinus ponderosa) | 
Yellow cedar............ 4.89 0.43 2.47 3.1L) 256 tore 1.59 
(Chamaecyparis noct- | | 
katensis) 
Incense cedar........... 5.125) 0.34: 3.64 | 5.88 | 4.381 | 17.69 | 0.91 
(Libocedrus decurrens) | | 
Redwood (heartwood)....| 9.68 | 0.21 7.36 | 9.86 | 1.07 | 20.00 | 1.08 
(Sequoia sempervirens) | | 
Western white pine...... | 7.00 : 0.20 3:16 |) 4.49.) 4.26) (114 7eaaoe 
(Pinus monticola) | | 
Longleaf pine....s...5 26 0.37) 6:20 | 7.15°) 6.32 1.92.36 10776 
(Pinus palustris) | 
Wouglagniivmeree etree | 0.38 3.54) 6.50] 1.02 | 16.11 | 1.04 
(Pseudotsuga taxifolia) | | | | 
Westernlarcht erm .csinr 0.23 | 10.61 | 12.59 | 0.81 9) 22512 ss Opsial 
(Larix occidentalis) | | | | 
White spruce............| | 0.31 1812") "2114 | 1.36 Vay 1.59 
(Picea canadensis) | | | 
Hara od ORM) Sy econ ago y i Se6Gm mOnSe 4.10 | 5.60 | 0.80 | 23.96 | 5,23 
(Quercus densiflora) | | | | | 
IMesquditeteenen-aean eee \ OLSON ORot 2.6205 15. O9N 230m Len omimome 
(Prosopis juliflora) | | | | 
Bales yen cates te suas) Godel 2h toe) SLAP Tae AGU oS jena eae 
(Ochroma lagopus) | | | 
Hickory (shellbark)...... | 8.49 | 0.69 | 4.781 5.57 | 0.63 | 19.04] 2.51 
(Hicoria ovata) | | | 
Hcalyptusy «onsen s\s se | 6.58 | 0.24 | 4.67 |. 6.98 | 0.56 | 18.57 | 1.85 
(Eucalyptus globulus) | | 
Basewood|ss0) semen e 0,86 | 2.12\) 4.07 | '1.96 | 23776 5e79 
(Titia americana) | 
Yellow: birchteeadueicrice }.0.52) 2.67 | 3.97 | 0.60 | 19:85 | s4:30 
(Betula lutea) 
Sugar maple............ | 0.44 | 2.65) 4.36] 0.25 | 17.64 | 4.46 
(Acer saccharum) 
| | 


eee 
1G. J. Ritter and L. C. Fleck: Chemistry of Wood. Ind. & Eng. Chem. (1922) 
14, 1050. 
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Lignocellulose 


What relationship the cellulose and the lignin hold to one another 
is a much debated question by plant chemists. One school holds that the 
cellulose undergoes a transformation into fignin, and calls it the “trans- 
formation theory;” a second school holds that the cellulose and lignin 
are combined as esters, and calls it the “chemical theory;” a third school, 
and the oldest one, believes a condensation of the esterlike nature of 
cellulose with small quantities of pentosans and pentoses takes place, 
to which are added in an unknown way other substances, called lignin. 
To these theories must now be added that of Wislicenus,? called the 
“colloid-absorption theory.” According to this idea, lignin is the sum 
total of the substances absorbed by the cellulose-fiber from the active 
cambium sap of the plant. Wislicenus holds that the cellulose and lignin 
are not combined chemically in any way but that they exist in the 
wood merely as colloidal mixtures. This theory does not preclude a 
chemical combination according to others. 

The lignin and the cellulose in wood may be separated in two general 
ways: The lignin may be dissolved colloidally, leaving the cellulose undis- 
solved, or the cellulose may be dissolved hydrolytically changing it to 
glucose and leaving the lignin undissolved. The lignin may be dissolved 
by treating wood with potassium chlorate; chlorine dioxide, boiling with 
phenol, caustic soda under pressure, sodium or potassium carbonate under 
pressure, and with acetyl bromide. The cellulose may be removed by 
hydrolysis with acids such as 70-per cent. sulfuric acid at room temper- 
ature, concentrated hydrochloric acid, 1-per cent. hydrochloric acid under 
pressure; gaseous hydrochloric acid; and glycerin-sulfuric acid mixture. 

The amounts of cellulose and lignin obtained vary slightly with the 
methods used and widely in the different woods, age of the wood, whether 
sapwood or heartwood. Hardwood yields more than soft wood. Table 
2 shows the quantities present in a number of woods.® 


Cellulose 


The plant chemist is completely in the dark concerning the chemistry 
of cellulose formation, but there are certain known facts that give a 
working hypothesis. The chemistry of the formation of starch is well 
understood. On hydrolysis, starch is degraded into glucose; cellulose 
likewise is degraded into glucose on hydrolysis. Although the relation 


2 W. Wislicenus und W. Gierich: Beitrage zur Kolloidchemie der Zellulose. 


loid-Zischr. (1924) 34, 169. 
Wislicenus: Kolloid Ztschr. (1910) 6, 87; (1920) 27, 209. ; ee 
3G. J. Ritter and L. C. Fleck: Chemistry of Wood. Ind. & Eng. Chem. (1923) 
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between cellulose and starch is not well enough known, it may be assumed 
that cellulose, like starch, is an anhydride of glucose; 


CoH i205 ar H,O = CeHiOs 


It is therefore reasonable to assume that¥in the plant cellulose is also 
formed from sugar by splitting off water from glucose. There is a con- 
siderable difference of opinion as to whether the cellulose of all plants is 
the same. Most chemists hold that it differs slightly in different groups 
of plants. Heuser,‘ however, claims that there is only one type of 
cellulose and this is the same chemical individual in all plants. 

Three types of decomposition of cellulose are recognized: namely, 
acid hydrolysis, decomposition by dry distillation, and decomposition by 
bacteria and fungi. Although each of these has great significance, the 
last is of the greatest importance, and it only can be considered here. 
That bacterial action upon cellulose leads to degradation is known by 
the gases, such as methane, carbon dioxide, and hydrogen, and fatty 
acids that result. These substances are the last metabolic products of 
a biochemical process. A number of micro-organisms are instrumental 
in the decomposition of cellulose, and according to the metabolic products 
resulting may be separated into four groups as follows: 

1. Methane forming, produced by sewage bacteria, and bacteria in 
peat bogs giving methane, carbon dioxide, and the lower fatty acids 
ranging from formic to butyric acid. 

2. Hydrogen forming, produced by Bacterium fermentations cellu- 
losum, giving hydrogen, carbon dioxide, and the lower fatty acids. 

3. Methane-hydrogen forming, produced by thermophylic bacteria 
of different kinds, giving methane, hydrogen, carbon dioxide, formic 
acid, and acetic acid. 

4, Nitrogen forming, produced by denitrifying bacteria, forming 
nitrogen and carbon dioxide, and nitrogen assimilating bacteria, taking 
up nitrogen from the and air requiring cellulose for their carbon supply. 

The active agents of decomposition are the enzymes secreted by the 
micro-organisms. As in all carbohydrate decomposition, two groups of 
enzymes are necessary for the decomposition of cellulose; those causing 
hydrolysis and those causing fermentation. Hydrolysis precedes fer- 
mentation, but the two proceed simultaneously. Through hydrolysis, 
by means of the enzyme cellulase, cellulose is decomposed first into cello- 
biose; and cellobiose is then changed into glucose by means of the enzyme 
cellobiase. Only after the glucose has been formed does fermentation 
set in. In this, a number of kinds of bacteria may take part, resulting 
in the products named above according to the conditions and the type of 
bacteria involved. Zymase is the enzyme active in this process. 


4 Emil Heuser, Clarence J. West, and Gustavus Esselen: ‘Textbook of Cellulose 
Chemistry.” McGraw-Hill Book Co., 1924. 
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Lignin 

In spite of the large amount of work done on lignin, it is impossible 
to give it a precise definition. Considering all the results obtained 
through chemical investigations, it must be concluded that lignin is not 
a unit or individual substance, and cannot be expressed by a definite 
formula. Many attempts have been made to give an empirical formula 
expressing its composition, but hardly any two investigators have 
arrived at the same formula. As to its constitutional formula, only a 
few suggestions have been attempted. Chemistry so far has failed to 
reveal its true constitution. 

Different investigators obtain slightly different results in the elemen- 
tary analysis of lignin. The carbon content is considerably higher in 
lignin than in cellulose. Table 3 shows the composition of lignin: 


TaBLE 3.—Analyses of Lignin 


Tavestizasos Per Cant Por Cent, Par Cosa Pee 
Fischer and Schrader?.......... 64.89 | 5.68 29.53 13.10 
Haeg bund tiinie ts secre Leta 65.47 5.47 29.09 14.79 
Goldschmidt?) seem: 62.70 DELT 32.13 
Ta sOn tere sere corsets alershe ensrctint ate 63.97 ay 13.19 
Beckman, Liesch and Lehman?. . 62.92 5.78 31.60 15.81 


* Franz Fischer und Hans Schrader: Ueber die Trockene Distillation von Lignin 
und Cellulose. Gesamm. Abh. 2. Kenntnis d. Kohle (1920) 5, 106. 

>R. Riefenstahl: Der Gegenwartige Stand der Lignin Chemie. Zeit. f. angew. 
Chemie. (1924) 37, 169. 


As to the constitution of lignin, it is assumed from one side that 
lignin is of an aromatic nature; this is denied by others. It has been 
proved that the lignin molecule contains a methoxyl (OCH3) group, the 
source of alcohol in lignin and in wood. The amount of methoxyl is 
shown in Tables 2 and 4. ‘An acetyl group has also been shown to be 
present. Further it is ease to have several (two or three) hydroxyl 
groups, a carboxyl Gee group, and a ketone group. 

The decomposition of many substances through various agencies may 
be followed step by step and the products determined at every step, thus 
affording a fair knowledge of the composition of the original substance. 
In lignin, this has not been possible and little has been learned in this 
manner. Yet the products obtained through various agents of decom- 


position and the behavior of lignin during the processes have furnished 
valuable data as to its nature. 
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TaBLe 4.—Ratio of Methoxyl to Lignin in Oven-dry (105° C.) Weight of 


Wood « 
Rippin OCH: pore x 100 
Species No. ee 
eee eel Miceageam eke ic) ope ocak 
Whretaches Br 26.06 12739 | 4.70 15361724 | 198s 
3 | 27.89'| 28.38 | 5.66 | 5.20°| 20.0 | 18.3 
Yellow poplar............ f (el) 723 089)92119 15281 | 5186) 1. 2820-1..96..4 
1-2) 23.86 1.93.69.|..5.89. 126,03.) 24.7 | 25:4 
Black hickory...........--. T2087 1.29.85.) 5.56 1.5.70 | 25.4 | 235.3 
Ped aWicn Wome oe { T (,25.97.1-25.68 |. 2:29 | 5.33 | 90.4 | 204 
2 | 26.64 | 25.94] 5.26 | 5.26 | 19.8 | 20.3 
Bald cypress 17 1185/01 1933.06] 4.35| 3.9401. 19.4) loti. 
PeiRS Sins2s27 W400 A 07 id .612:6 
Eastern white pine.......... Pe 20s021 26214 | 4°16 | 4.60) Von 17.6 
WellOwsCOGS Ian se secre «cn. eco Oomieco woul 4.40 4.81 iMeyeal 16.7 
Southern white pine...... Pee. 120 sb, 1 at.39|5.07 | 5:00 | Tele 1500 
Meamce2. 44° 32.42 | 5.23) 5/09 16-0 Welony 
EVCENSESCEUaT ee oes ee he eo tavo«|ao.O/ateos9o 6.21 ie 18.4 


2qG.*J. Ritter and L. C. Fleck: Chemistry of Wood. VII, Relation between 
Methoxyl and Lignin in Wood. Ind. & Eng. Chem. (1923) 16, 1264. 


The lignin molecule may be decomposed by heating with alkalies, 
by strong reducing agents, and by oxidizing agents. The decomposi- 
tion products may be separated into those that indicate an aromatic 
character, like phenol, quinone, vanillin, protocatechuic acid, and pyro- 
catechin; and such products as indicate an aliphatic character, like 
succinic, malonic, acetic, formic, oxalic and adipic acids. Furfural 
is claimed to have been found by some chemists, but its presence 
is doubtful. 

When lignin is subjected to fusion with potassium, it results in a 
humin-like substance, from which may be separated protocatechuic acid, 
pyrocatechin, vanillin, and adipin in varying but small proportions, 
according to the conditions imposed upon it. Oxalic acid may be 
separated in rather large quantities, as high as 20 per cent. Lignin is 
not attacked by weak reducing agents and energetic reagents like zinc 
dust, iodic acid and phosphorus at higher temperatures must be employed. 
The products are hydro-aromatic hydrocarbons of unknown composition. 
On the other hand, oxidizing reagents, like ozone, hydrogen peroxide, 
potassium permanganate, hydrochloric acid, and chlorine dioxide, 
decomposed lignin easily, resulting in decomposition products of low 
molecular weight that give no clue as to its constitution. According to 
the reagents used and conditions imposed, varying quantities of oxalic 
acid, carbon dioxide, water, formic, acetic, and succinic acids are obtained. 
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The main product is oxalic acid; as much as 20 per cent. of oxalic acid 
was found. 

The products obtained from lignin by dry distillation depends, as 
with other substances, on the conditions of heating. On heating it to 
500° C., Heuser and Skidldebrand obtained 15.8 per cent. tarry water, 
13.0 per cent. tar, and 50.6 per cent. carbon. Fischer and Schrader 
report 10.2 to 13.9 per cent. water, 12.3 to 14.4 per cent. tar, 15.8 to 
19.2 per cent. gas, and 57.0 to 57.2 per cent. coke. 

The gases consist of carbon dioxide, carbon monoxide, methane, and 
a hydrocarbon C,H2,. Noteworthy is the low carbon dioxide and the 
high carbon monoxide and methane. 

The watery distillates are composed of water, acetic acid, acetone, 
methyl alcohol, and perhaps vanillinic acid. 

The tars consist of 13 per cent. neutral substances, 34 per cent. 
phenols, 16 per cent. acids, and 37 per cent. water-soluble organic 
substances. 

Calculated for the original lignin we have 1.6 per cent. neutral 
constituents, 4.2 per cent. phenols, and 2.0 per cent. acids. 

Lignin is attacked but slowly by bacteria and fungi. Little, however, 
is known in this respect. Most fungi do not attack lignin when inocu- 
lated. A few fungi, however, one in particular, Trametes pin, will 
attack lignin in wood but not the cellulose. 


Bark 


Bark is a very complex substance, consisting chiefly of bast fibers 
and cork. The composition of cork is also complex, and a number of 
complex substances, like phellonic acid, an alicyclic compound, phloic 
acid, and suberic acid, have been isolated from it. A large number of 
other complex substances have been isolated from various corks. The 
main substance in cork is suberin. Its composition is not known, but 
it is said to be similar in composition to fats and waxes. 


Cuto-Cellulose 


The term cuto-cellulose is applied to covering membranes or cutins 
of plants; their composition is not well known. Recent investigations 
show that they consist of esters of glycerin and fatty acids, and esters of 
higher alcohols and fatty acids, mixed with free fatty acids, and alcohols 
and other substances. Cuto-celluloses form the principal protective 
tissues. ‘They are very resistant to oxidation and weathering, and to 
bacterial and fungal agencies. 

It was assumed for a long time that the so-called cuto-cellulose was a 
combination of fatty, waxy and resinous substances with cellulose. 
Recent investigations® show that no cellulose is present 1 in the compound. 


® Roscoe W. Thatcher: “The Chemistry of Plant Life’ McGraw-Hill 
New York, 1921. Tinh tae 
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Glucosides 


Glucosides are ethers of some monosaccharide, usually glucose, with 
some closed-ring benzene derivative. They are very common and uni- 
versally present plant compounds. There ‘are a number of types, such 
as phenols, alcohols, aldehydes, acids, oxyflavons, anthraquinone, nitriles, 
pigment, etc., embracing a large number of glucosides. The following 
are a few of ihe well known: arbutin, digitalin, hesperidine, quercitin, 
salicin, cyanin, coniferin, malvin, populin, indicein, amygdalin, apein. 

The natural eared are hydrolyzed readily by boiling with dilute 
mineral acids, and easily by enzymes that occur in the same plant 
tissues but in different cells: The primary products of hydrolysis are 
glucose, or in some cases some other monosaccharide, and some closed- 
ring benzene derivative. A large number of enzymes have been isolated, 
many of which will hydrolyze only one specific glucoside. Micro- 
organisms are able to hydrolyze glucoside in a similar way by means of 
enzymes. The hydrolysis of the following glucosides shows at once 
their structure and the typical reactions: 


ik. Arbutin, Cy2H1607 
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CH= CH.CH.0H 
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amygdalin + water = mandelonitrile glucoside + glucose 


H 
C 
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HOY Ji +H:0 = HO CH +CiH120, 
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mandelonitrile glucoside + water 


Na 
C 
HOCH 

CN 


= mandelonitrile + glucose 
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H 
C 
HC CH ne \cu 


| 
HC. CH +H.0=HC. CH +HON 


QW 


C C 
| 

BOG duo 
CN 


mandelonitrile + water = benzaldehyde + hydrocyanic acid. 


These examples of reactions and structure are sufficient to show their 
general nature. The sugars resulting from the splitting are foods for 
both bacteria and fungi and are quickly decomposed. The benzene 
derivatives are not further available as food for organisms of decay, and 
must contribute to the deposit, absorbed by the woody degradation 
matters. Some of these have been found in peat and in rotten wood, and 
are responsible for the peculiar odor in rotten wood. Vanillin, for exam- 
ple, is a constant substance in both rotten wood and peat. When coal 
is dissolved by means of Schulze’s reagent, the smell of rotten wood is 
pronounced. The disposal of the glucoside in peat is yet a closed 
book. 

Of particular interest are the pigment glucosides, as they are the 
possible mother-substances of the dye substances found in coal tars. 
These are probably the most general and universally present of the 
glucosides. To be assured of this, one has only to look around and 
observe the different colors in plants other than green, particularly in the 
fall. Most, if not all of the red, yellow, blue, and violet are due to these 
glucosides. 

There are four basic types of these glucosides: those with the anthra- 
quinone nucleus, giving rise to the alizarine reds; those with the zanthone 
nucleus, the yellows; those with the flavone nucleus, also the yellows; 
and those with the anthocyan nucleus, giving rise to the interchangeable 
soluble red, blue, and violet colors. They are all of the condensed 
benzene ring type, two rings being united by a third, in which there are 
either two atoms in the ring and one atom and a second attached to the 
opposite carbon in the (C = O) arrangement. 
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Indican also belongs to the pigment glucosides, but its constitution 
is of an entirely different type. The glucoside hydrolyzes to indoxy]l, 
and this is easily oxidized to indigo, the important dye. 


Indican Glucose , Indoxyl 
CrsHi706N + H,O0 = CsHwO, + CsH;ON 
OOO: I 
I @ 
Lox 
Van ak 
HC C———,CH 
HcZ ‘ - jCH _, | | 
| | 
| 1 | 
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Indigo 
Tannins 


Tannins are either free phenol acids, or more often glucosides of these 
acids. Common tannin yields 7 to 8 per cent. of glucose on hydrolysis. 
Each glucose molecule has five phenol acid groups attached to it. Tan- 
nins also are common and universal plant products. Barks, as well as 
many leaves, are particularly rich in tannins. 


Essential Oils 


Terpenes and Camphors.—Terpenes are important substances in con- 
sideration of the constitution of coal. They are common plant products, 
frequently associated with the resins. Resins and balsams are often the 
solutions of resinous acids in terpenes. The conifers are particularly 
characterized by secreting large quantities of terpenes, but many other 
plants are also rich in terpenes and essential oils. Like the resins, they 
are found in special cells, ducts, and reservoirs in the wood, bark, and 
leaves. They behave as unsaturated compounds, and are almost all oils 
of high boiling points. They volatilize without decomposition in steam, 
polymerize easily, and reorganize on heating slightly. When exposed to 
the air, they oxidize and harden. They are not decomposible through 
micro-organisms. Many of them are bactericides and are used as dis- 
infectants. Several different types are recognized as follows: 


Hemiterpenes = C;Hs 


Hydrocarbon | Monocyclic = CyoHi6 
oils or Bicyclic = CyoHis 
terpenes Polycyclic = (C;Hs), 


Hydroterpenes = CyoHis and CioH20 


Oxygenated { Oxygenated, usually called camphors = alcohol, ketones, 
and aldehydes, acids, esters, or phenol derivatives of the 


sulfuretted former. 
Sulfuretted oils 
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The following are common examples: 


Menthane C19H20 WLC 
(hydrocarbon) ; 


| 
| | 


Menthol (C1oH20) HC. //CHOH 


(alcohol) 


Mentho C1oH 130 
ey a) HC /S=0 
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Resins.—Like the terpenes, resins are deposited as a waste matter in 
the wood, bark, and leaves of many plants, but most abundantly in the 
conifers. They are stored in and held in special vessels, the resin vessels, 
schizogenous cavities or pockets and canals. Many often appear as a 
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viscous solution in terpenes, called balsams and turpentines. Their 
mode of formation is not known. 

When dried they are amorphous, brittle, yellow-brown substances. 
At first, they may be but lightly colored or colorless; but when exposed 
to the air, they often harden and assume a dark-brown color through 
volatilization of the terpenes, but primarily to oxidation becoming 
solid substances. 

Chemically considered, they are composed of a mixture of resinous 
alcohols and phenols, partly free and partly in the form of esters with 
resinous acids or other acids. The amount of free acids is variable; some 
resins are composed almost entirely of free acids. Specific components 
of resins are: Resinic acids or resinole acids, resinic alcohols or resinols, 
resinic phenols, resinic phenols with tannin characters or resinic tanols, 
resenes. As far as they are known, they are ring and conjugated-ring 
compounds and their derivatives. Terpenes are present more or less 
as solvents. With these mixtures many other substances may be present. 

The resins are insoluble in water and acids, but easily soluble in or- 
ganic solvents, like ether, benzol, alcohol, and chloroform. They may 
be more or less completely saponified by alkalies, and are not subject to 
bacterial decomposition. 

Resinic Acids —Although the chemistry of the resinic acids is still 
incomplete, they are better understood than the other components of 
the resins. They are soluble in alkali carbonates. They are probably 
related to the terpenes. It has been shown by Tschirch® that retene 
is formed when resinic acids of conifers are distilled; and Vesterberg’? 
has succeeded in converting abietinic acid into retene. This leads to 
the belief that they are derivatives of retene (CisH;s) 


H H 


Vi \ Ua XX 
woF WS —— Yo CH 
PACES rs 
—A > 
( C—C;3H;, C CH 
H ie 


The same residue is found in fichtelite, a fossil resin. 

Different plants do not contain specific acids. In other words, specific 
acids are not characteristic of certain plants, but are found in mixtures 
of related forms that will differ not only in different kinds of plants, but 
also in the same plant under different conditions and at different times of 
the year. They are not stable, are sensitive to heat exposures; and are 


6 A. Tschirch: Die Harze. Gebr. Borntrager, 685. Leipzig, 1906. 
Aw Usehinchl loc. cit. 
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easily oxidized. They are optically active. The best known are 
abietinic acid and pimarie acid. 


Hy Hy, 
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Resinoles.—The resinoles are crystallizable; their character is partly 
that of phenols, and partly that of alcohols. The best known is 
amyrin, C30H, OH, a triterpin, found in elemi resin. 

Resino Tanols.—The resino tanols are amorphous, aromatic alcohols, 
with characters of tannin. When distilled they yield aromatic hydro- 
carbons, and when oxidized with nitric acid they form picric acid. The 
resenes are but little known. 

Fossil Resins.—The study of fossil resins sheds considerable light on 
the resins in coal. Like resins, fossil resins are complex compounds and 
often mixtures of compounds. Amber is the general expression for a 
fossil resin. But amber, like resin, is not a specific term for a specific 
substance, but is a collective name for a number of substances or mixture 
of substances. More precise names for fossil resins are succinite and 
fichtelite, the best known of a long list. Succinite is the resin found in 
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fossil pines, Pinus succinifer and Pinus sylvatica, Pinus Baltica and 
Pinus cembrifolia. 

Succinite has been the object of a series of investigations over a 
considerable time. The great difficulty in its investigation lay in its 
difficult solubility in all solvents. After many months of treatment with 
alcohol in a reflux condenser, only about 30 per cent. was soluble. This 
part was found to consist of borneol and succino-abietinic acid. The 
borneol amounted to 2 per cent. and succino-abietinic acid 28 per cent. 
of the total succinite. Being found in many conifers, it is assumed that 
borneol and abietinie acid are present as an ester. 

The remaining 70 per cent. was not completely soluble in all known 
solvents, none having the least effect on it except chloroform and carbon 
disulfide, which caused it to swell considerably, but dissolved but very 
small quantities after days of boiling. After repeated renewal 0.5 per 
cent. of alcoholic potassium dissolved 7.8 per cent., which proved to be 
succinic acid. After further treatment with alcoholic potassium, the 
remaining residue proved to be a resinole, Cy.H.290. 

Vichelite is another substance that gave up its secrets only after 
repeated attacks of a number of investigators over a considerable number 
of years. It withstood every attempt to split the molecule step by step. 
It was finally shown to be a perhydrate of retene: C,sH3. 
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Abietinic acid, CisH»s02, which has a similar structure, has been 
changed into retene. 


REINHARDT THIESSEN 55 


CHe CH» 


Abietinic acid 
Vegetable Bases 


In the vegetable bases, we find characteristically nitrogenous com- 
pounds of plants. They may be divided into three groups: Plant 
amines, which are simple open chain compounds; alkaloids—simple 
closed ring compounds, including a nitrogen atom in the ring; purine 
bases—complex compounds containing a nucleus with four nitrogen 
atoms arranged alternately to form a double ring. 

Amines 


The simple amines may be considered to be derived from ammonia 
or ammonium hydroxide as follows: 
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Phenyl derivatives are also found, like 


hydroxyphenylethylamine: HO »>CH:.CHs.NH 


and hordine 3 HOC »CH»2.H2N(CHs3) 2° 


These, however, are probably of no great importance as mother sub- 
stances of nitrogen in coal, because on hydrolysis the nitrogenous product 
would further decompose to ammonia. 


Alkaloids 
Alkaloids are vegetable bases whose nitrogen is part of a heterocyclic 


closed-ring arrangement. They are insoluble in water. They may be 
grouped according to their structure into the following groups: 


Pyrrolidine group: 
H.C————_CH, 
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| | 
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Pyrrolidine 


Other members of the group are stachydrine and hygrine. 


The pyridine group: 


HO, Ncu 


HCY Ju 
NV. 
N 
Pyridine 
Other members of this group are piperidine, nicotine, and conine: 
He 
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The tropine group: 
He 
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Cocaine and atropine also belong to this group. 
The quinoline group: 
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to which also belong quinine, strychnine, and cinchonine. 


The isoquinoline group: 
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to which also belongs morphine with a very complicated structure. Some 
alkaloids are composites of two or more of these groups, like nicotine, 
which is a combination of pyrridine with a pyrrolidine nucleus. A large 


number of alkaloids are now known. 
Purine Bases 


Purine bases are widely distributed in plants. 
thought of as being derived from purine: 
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They may all be 
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To this class belong, among many others: xanthine, uric acid, guanine, 
theobromine, theophylline, and caffeine. 


BiIocHEMICAL DECOMPOSITION 


A knowledge of the chemistry of plants alone will add but little to a 
comprehensible knowledge of what the plants contribute to coal, because 
plants did not contribute their products in their original state nor did all 
remain to contribute. Long before the real coalification processes began, 
the contributing plant matter was subject to a drastic biological trans- 
formation—in brief, decay. Before going any further, we must inquire 
more thoroughly into the question as to what is decay, what is the 
mechanism of decay, and what are the results and products. 


Decay 


Micro-organisms require food for building up their bodies and to 
supply energy. The sum of the changes going on in the body is called 
metabolism. Metabolism consists of several separate functions: the 
building up of the body, called anabolism; the deterioration or tearing 
down, called katabolism; and the most important one, to supply energy, 
called respiration or fermentation. The last function is well known 
and may be produced in the laboratory without micro-organisms. 
The processes of katabolism are partly known, while anabolism or the 
synthetic processes are known but very little. Many organisms live 
upon cellulose, starch, fat, gelatin, keratin, and other water-insoluble 
foods. But their life processes depend on water-soluble foods, or 
foods that will diffuse into the cell wall and come in contact with 
the protoplasm where all metabolism takes place. But as insoluble 
foods do not diffuse into the cell and the protoplasm cannot diffuse out, 
the insoluble foods must first be transformed into soluble ones. This 
the organisms accomplish by secreting substances that will split the 
insoluble foods into soluble parts. The substances that bring about 
these transformations are called enzymes. The soluble compounds thus 
formed can then diffuse into the cell of the micro-organism, where they 
are digested or fermented, by the aid of other enzymes, and yield the 
energy for the cell, and build up the cell. Many kinds of enzymes are 
known, each one acting in a specific way on a specific substance. It 
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will be seen then that the process involves two definite stages: food 
preparation, and digestion or fermentation, also called respiration. 
The insoluble foods often are broken down step by step before they are 
actually ready for the final step. This is well illustrated by fungi living 
on starch. Starch is first changed by meats of the enzyme diastase to 
maltose; maltose is split by maltase to glucose; glucose diffuses into the 
cell where it is finally changed by the aid:of zymase to alcohol and carbon 
dioxide. This last change is the vital one; it furnishes the energy 
required. The first steps are preparatory. The organism could live 
equally well on maltose, in fact, more economically. Another example 
is found in bacteria living on cellulose, as already noted. These secrete 
the enzyme cellulase. Cellulase changes cellulose first into cellobiose 
and cellobiose is then changed by the enzyme cellobiase to glucose, 
glucose is diffused into the cell where it is fermented by means of the 
enzyme zymase to alcohol and carbon dioxide or the glucose may be 
changed into other substances. The last stage furnishes the energy. 
It cannot live on alcohol and carbon dioxide. 

It must not be thought that decomposition of starch and sugar is 
always as simple as given in the examples. To discuss the various 
ways in which the sugar, starch, and other carbohydrates may be decom- 
posed would go too far for this purpose, and cannot even be outlined 
here. Besides alcohol and carbon dioxide, organic acids are also formed 
in certain cases. The organic acids and alcohols can be decomposed 
further by both bacteria and fungi, and by some yeasts, to simpler 
compounds. Ordinarily, this decomposition consists in complete oxida- 
tion. The acids are completely oxidized to carbon dioxide and water. 
Alcohol is first oxidized to acetic acid, and this to carbon dioxide 
and water. 

The discussion and example just given plainly show two kinds of 
reactions. ‘The one is hydrolytic and the other fermenting or respiratory. 
Besides these in bacterial decomposition, two other groups are distin- 
guished; namely, oxidizing and reducing. 

Enzymes may therefore be classified as follows: 

Hydrolytic enzymes: ; 

1. Of carbohydrates: cellulase or cytase, diastase or amylase, inver- 
tase, lactase, maltase. 

2. Of fats: lipase. 

3. Of proteins (a) proteolytic: pepsin, trypsin, erapsin; (b) coagu- 
lating: thrombase, rennet. 

4, Of glucosides: emulsin. 

Zymase or fermenting enzymes: 

1. Of carbohydrates: zymase, lactacidase. 

2. Of other nitrogen-free bodies: vinegar—oxidase. 

3. Of proteins: endo-tryptase, amidase, urase. 
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Oxidizing enzymes: 

1. Oxidase, tyrosinase. 
Reducing enzymes: 

Catalase, reductases of nitrates, sulfur, sulfates, etc. 

Probably all micro-organisms produce several to many enzymes. 
As was shown before, several are necessary to decompose a substance 
hydrolytically before it can ferment; diastase changes starch to maltose, 
maltase changes maltose to dextrose, and finally the Zymase changes 
dextrose to alcohol and carbon dioxide. The number of enzymes in 
some organisms is large. It has been found that Aspergillus nigar and 
Penicillium camenberti produce almost all the enzymes that have ever 
been found. Many organisms live on the products of others; this is 
called symbiosis. In some bacteria, a symbiotic relationship is abso- 
lutely essential. 

The two terms hydrolysis and respiration or fermentation cover 
all’the principles underlying decay. The term putrefaction is often used, 
particularly when decomposition is accompanied by fetid odors. As 
bad odors are due to certain sulfur compounds and as these can only be 
formed from organic substances containing sulfur, like the proteins, 
putrefaction has come to mean protein decomposition. The statement 
is sometimes also made that putrefaction is caused exclusively by anae- 
robic bacteria. It was first used by Justus Liebig in this sense. This is 
incorrect, as both aerobic and anaerobic bacteria are instrumental in 
proteolitic decomposition, in fact aerobic more generally than anaerobic. 


Types. of Bacteria and Fungal Decay 


In the previous section was described the mechanism of decay by 
bacteria and fungi, but it is also of great importance to take into con- 
sideration the types of bacterial and fungal decay. 

We have already seen that plants alone can manufacture carbo- 
hydrates, by means of a process called photosynthesis with the aid of 
chlorophyl and light. From the carbohydrates, the plants manufacture 
further proteins, by the addition of an NH» group obtained from nitrates 
inamannerasyetunknown. As in bacteria, this process of building up is 
called anabolism, The plant also carries on other life functions, that of 
tearing down, called katabolism. By this process, many other plant 
products are formed, usually termed waste products, already mentioned. 
All the functions of the plant taken together are called metabolism 
and produce the plant with all there is to it, the plant as a whole. Ans 
mals depend solely on plants for their existence, and the few changes 
that occur from plants into animals may be ignored for the purpose of 
this study. 

With few exceptions plants, together with that part transformed 
into the animal body, constitute the organic matter on earth. All 
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organic matter is undergoing continuous changes. Organisms not only 
grow, they also decompose. The same carbon, hydrogen, oxygen, 
nitrogen, and sulfur molecules that chiefly constitute the organic world 
of today, constituted it as long as life has existed. While green plants 
build up the organic compounds, the bacteria destroy them. Without 
bacteria, the world would soon be filled with undecomposed organisms 
and new life would soon be impossible. The substances that compose 
even organisms therefore go through’ cycles, as discussed in the follow- 
ing section. 

The Carbon Cycle.—Carbon is the most important element in life. 
Beginning with the simplest compound, carbon dioxide of the air, it is 
absorbed by the green plants and is changed, together with water, into 
carbohydrates, like sugars, starch, cellulose, lignin; or into fats, acids, 
and to protein on further addition of nitrogen from nitrates, and sulfur 
from sulfates, and to other substances. The plants will either die and 
decay, or be eaten by animals that die and decay. Both plants and 
animals are decomposed step by step, until finally returned to carbon 
dioxide and water. Even methane, alcohol, and the toxic compounds, 
as morphine, nicotine, and others, are eventually returned by bacterial 
action to the elements. 

Both hydrogen and oxygen are so closely linked with the carbon 
atom that they may be said to go through the same cycle with the 
carbon atom. In fact, in most cases, it is the oxygen atom the bacteria 
are after. 

The Nitrogen Cycle-—Nitrates in a large measure, and ammonia to 
some extent, constitute the sources of nitrogen of the higher plants, which 
transform them into amino acids, amides, and proteins by combining the 
NH: ion derived from them with carbohydrates previously manufactured 
by the plants from carbon dioxide and water. Leaving out of consider- 
ation the part played by animals that live on plants, there are eight or 
nine well-known phases of transformation of nitrogen by micro-organisms: 

Protein decomposition. 

Ammonia formation. 


Nitrification. fp 
These three constitute the normal steps in the mineralization of nitro- 


gen and are the counterpart of the processes performed by the higher 
plants. 
Reduction of nitrate to nitrite and ammonia 
Assimilation of amino and ammonia. 
Assimilation of nitrate nitrogen to proteins. is 
These three constitute the retrograde changes and are in competition 
with higher plants. Nie} 
Denitrification or liberation of nitrogen from nitrates or nitrites. 
The oxidation of ammonia to free nitrogen and water. 


Fixation of free nitrogen. 
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Decomposition of Proteins.—Because of the varied compositions of 
proteins, their decomposition varies considerably and ends in widely 
differing results. The processes are but little known. A large number 
of molds, yeasts, bacteria, protozoa, and other organisms are always at 
hand to attack any protein substances as soon as the death of a plant or 
animal sets in and the factors that check bacterial activities disappear. 
Aerobic and anaerobic, psychrophilic and thermophilic organisms may 
be active. A considerable number of different kinds of enzymes are 
active in this transformation. The first decomposition products are 
formed through hydrolysis, the same as in carbohydrate decomposition. 
The amino acids are the first well-known compounds of protein decom- 
position; other products are the amides. 

Formation of Ammonia.—From here on decomposition proceeds 
through a large number of intermediary compounds, some of them with 
very disagreeable odors. The end product of the nitrogen-containing 
fragment is always ammonia. 

Besides the proteins, there are a large number of other nitrogenous 
compounds in plants and animals, like chitin, quinine, strychnine, mor- 
phine, nicotine, etc., and all of these are eventually decomposed and the 
nitrogenous fragments resulting are composed of ammonia. It must be 
understood, however, that the various compounds do not decompose 
with the same ease. Those that generally serve as foods are very easily 
decomposed; those that function in protection or are waste products 
decompose with difficulty; and those that are classed among the toxins 
decompose only under special conditions. 

Nitrification.—lIt is said that the last fragment of protein decomposi- 
tion, as well as that of other nitrogen compounds, isammonia. Ammonia 
may further be transformed into nitrite, through an oxidation process 
by means of nitrite bacteria. Nitrate bacteria then completes the 
oxidation of nitrite to nitric acid. Basic substances that may be present 
will then neutralize the acid, forming nitrates. The nitrates are then 
again available for plants. The nitrite and nitrate formation proceeds 
simultaneously in the soil. Asa rule, the presence of organic substances 
is favorable to the nitrifying organisms; and the more humus there is 
present in the soil the more active are the organisms. In peat bogs, how- 
ever, nitrifying organisms are not active. In these, there are not enough 
basic compounds necessary to neutralize the nitric and nitrous acids 
formed and not enough oxygen to permit rapid oxidation. 

Nitrate Reduction.—There is a large number of bacteria that perform 
the opposite transformation and reduce nitrates to ammonia. Two 
steps are necessary in some cases, one set of bacteria reducing to nitrite 
and another the nitrite to ammonia, but others reduce direct from 
nitrate to ammonia. 
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All humus compounds and other easily oxidizable substances may 
actively bring about nitrate reduction, and may entirely replace bacterial 
nitrate reduction in peat bogs. Even when micro-organisms are present 
it is not always their oxygen requirement that is responsible for this 
reduction. Many products formed by them are easily oxidized and may 
bring about nitrate reduction. This is the reason why peaty, swampy, 
and water-logged soils are poor in nitrates. . When such soils are aerated, 
ammonia is again nitrified. 

Amino-nitrogen, Ammonium Nitrogen and Nitrate N itrogen Assimila- 
tton.—A large number of species of bacteria and fungi have been isolated 
that will transform ammonia, amino-nitrogen, as well as nitrate nitrogen 
into protein compounds. This is a common occurrence, but it depends 
on various conditions. : 

Laberation of Nitrogen.—The liberation of nitrogen is purely chemical 
and may occur when amides and ammonia have an opportunity to react 
with nitric acid. 

Denitrification.—Denitrification may be defined as the reduction of 
nitrates by bacteria, involving the evolution of nitrogen gas or nitrogen 
oxides. It should not be employed to designate losses of nitrogen gas 
due to the oxidation of ammonia, or the disappearance of nitrates, 
following their conversion into protein by micro-organisms. 

There are a large number of species of bacteria, mostly anaerobic, 
that can reduce nitrates to nitrites and ammonia; a considerable number 
are known that cause complete reduction of nitrates with the evolution 
of nitrogen and nitrogen oxides. Denitrification occurs most often 
and most actively in soils containing an excess of undecomposed organic 
matter. They ordinarily grow under aerobic conditions, but they can 
also thrive under anaerobic conditions, but only when nitrites and nitrates 
are present. They cannot exist in the deeper strata of peat bogs. 

Nitrogen Fixation by Soil Bacteria.—It is well-known that the nitrogen 
content in ordinary uncultivated soil rich in vegetal matter increases 
without human interference. This increase is due to the annexation of 
atmospheric nitrogen, through the agency of micro-organisms. 

A number of bacteria have been isolated and grown in nitrogen-free 
culture solutions where they assimilated free nitrogen. Carbohydrates, 
such as starch, sugar and cellulose, are necessary as soil ingredients for 
the existence of such bacteria. Experiments have shown that as much 
as 53.6 gm. of nitrogen have been fixed per liter of bacterial cul- 
ture solution. 

Nitrogen Fixation by Nodule Bacteria.—It is common knowledge 
that when crops like grain and corn are raised, there is a loss of nitrogen 
in the soil, and that when certain other crops are raised, notably clover 
and alfalfa, the nitrogen content is increased. Experiments have shown 
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that a certain clover added more than 200 lb. of nitrogen per acre to 
- the soil. 

As is well known, the legumes in general grow a large number of 
nodules or tubercles on their roots and root-hairs. These nodules are 
filled with rod-shaped bacteria, called bacteria adiciola. These bacteria 
are capable of fixing nitrogen from the air, which becomes a part of their 
protoplasm; but how the clover extracts the nitrogenous substances 
formed is yet unexplained, but as far as known nitrogen fixation always 
leads to protein compounds in the plant. No other products of assimila- 
tion have ever been found. 


Wood Decay 


In decaying wood, the highly complex components pass into products 
of decreasing complexity until finally all pass into carbon dioxide (COs), 
water (H.O), methane (CH,), and hydrogen (Hz). Between sound wood 
and the final products must exist a series of intermediate products. 
Wood in peat, therefore, must contain many of these products in 
various stages of arrest. 

Wood decay is accompanied by a very rapid fall in cellulose, while 
the lignin complex, being far more resistant than the cellulose or 
not attacked at all, remains almost constant. As decay progresses, 
there is a very decided increase in the less stable 8 cellulose, a large loss 
in the more stable a cellulose and a slight loss of the y cellulose. The 
difference in sound and rotten spruce wood is shown in Table 5.8 


TaBLE 5.—Chemical Composition of Sound and Rotted Spruce Wood 


Badly Rotted 
“Gontained "| SPruce Con- 
Per Cent. PariGent 

UD Ycd stba Wes § Gone hace Puce ae PRPs ER Rates nant Le TS so snl 28.30 38.20 
@ellulosestotal wn. eae. ck ote te atta Se eee 58.58 42.00 
et Collinge saul Mea. Oh ies dg, Ld oc 63.35 | 17.00 
BAC ell ulo se: cetreete ar itie cea taki: fs, ea eB kava Skok eas eae 10.37 74.60 
sya C ell lose ys y.yuea sxpdcvepier~ Randa he aS cations unreieiee vena erent 28.08 8.40 
U B(SYaW ols f Nabe Wireline RAGIN a ok oh ODOT out MR eT iy cade nad diss t 11.88 | 8.50 
Methylpentosam aja e setae sitia' ciate cna icm terriers yar eer 1.88 2.84 
TASTAe dice ravine aero eer Pete Gites Sige erie ae eee | 0.17 0.46 
Coldwater soluble ercestrenic tai te a aatrctces ee | 2.30 6.58 
Hot waterisolubles sittin coms cis eerie ab eisai gem eee 3.90 11.92 
pericent NaOH csolilblemerrerer ort te otter ieee | 8.83 44.00 
(alAgper cent Na © Eiisolubleaaeren eee tn nnn 18.80 62.36 
Ether'solible = nese csc ea cite: si ee ee 1.24 1.47 


§M. W. Bray and Joseph Staidl: The Chemical Changes Involved during 
Infection and Decay of Wood and Wood Pulp. Ind. & Eng. Chem. (1922) 14, 
35. 
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In Table 6, the differences in sound heartwood, partly rotten heart- 
wood and more completely rotted heartwood of the Douglas fir is given:° 


TABLE 6.—Composition of Decayed Wood 


Partly Rotten| More Com- 

| «Boden | peed. °° pletely Boi, 
ee ee en ere ek 
Coldwater colubleg- =... 06sec 4.03 1.76 1G: 
Hothwater soluble wea mes eee ee ee 2) GS 4.19 Usd 
PARIS SOlU De Meee Sore Aso Gs ee GR cee ee 10.61 38.10 65.31 
Cellnlosemen ser aoce ew wes ots Ses. RS cl. 58.96 41.66 8.47 
PA GIGI ATOLY SiS cewae sae a pid sch ee ae 0.71 0.28 0.17 
TENAUCTSENONE SSB ee ioe al ee Si i ee Mn TeLO 6.79 2.96 
Mictity [pen LOSAIL eit 7 Gyr, aera ees cae 2.64 3.56 6.05 
IME EHOXy LP FOUD Sache, fete ea nE sate ae. 3.94 5.16 7.80 
INEGISEUIECM Ate rte teh ete ace eet 9.81 10.63 9.09 
(PIT OTECXDEAG bce a een A ee Soe ie ens eed 2s Petal 2.05 2.72 
IN Ne 6 8 hot: 85 Se SAS ee ee eee 0.15 Onis 0.65 


As decay proceeds the cellulose disappears more and more, leaving 
finally very little or nothing but the so-called humin, a product of the 
original lignin of the lignocellulose proper. Recent experiments with 
fir wood containing 60 per cent. cellulose, after 6 months rotting con- 
tained 26.8 per cent., after 1 year 10.90 per cent. and after 3 years 6.05 
per cent. The lignin complex lost about 3 per cent. in 3 years and then 
remained constant. It must be remembered, however, that wood con- 
tains a number of adventitious substances, like fat and waxes and others. 
These are not decomposed by organisms of decay, as shown in the 
ether extracts. 

The foregoing account and tables are from studies made on materials 
that were infected with mixtures of organisms. Bray and Andrews!’ 
later carried on investigations at the Forest Products Laboratory, Madi- 
son, Wis., to show the chemical changes brought about in wood when 
infected by specific organisms in pure culture. The results are shown in 


Table 7. 


9 Robert Evstafieff Rose and Martin William Lissi: The Chemistry of Wood 


Decay. Ind. & Eng. Chem. (1917) 9, 284. . 
10 M. W. Bray and T. M. Andrews: Chemical Changes of Ground Wood during 


Decay. Ind, & Eng. Chem. (1924) 16, 137. 
VOL. LXXI.—5 
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TaBuE 7.—Analysis of Ground Wood Based on Equal Weights of Sample 
Analyzed (Per Cent.) (after Bray and Andrews) 


| 
5 Water a | 
g Soluble ae | i | mah, te an) 
Organism or A Bea Sl) Sales al b|G 
® Culture No. os Orn Pol gee a ees a ee ee eek a 
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3 Ss =| & o o i) a 
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131 | Fomes roseus........... | 9 | 8.7] 5.6 |33.6/34.8)/50.7| | | 
157 | Lentinus lepideus........ | 6 | 9.6)15.1 |52.3/36.7|40.9/51.7|36.8,11.5 | 
158 | Lentinus lepideus......... 9 |13.9/22.6 58.2/41.1|37.1| | 
IOS || CSO wencoonocuseonoc | 6 |12.8/17.7 |52.4|/39.5/37.3.23.6 68.4! 8.0 
LO | ACD, csoondoc Sonnoson 9 116.6|22.8 162:2)43.1127.2) | 
LOS \"4620=1 Sons. + eisseioreucts) eis | 2 |14.9 21.2 |62.0/46.5|27.6, | / 
148 | Peniophora tabacina..... | 6 Si '40.4/32.146.8 55.4 34.2 10.4 
| ie 3 


Table 7 shows only the amount of the constituents of decayed wood in 
percentages of the decayed wood itself; Table 8 shows the percentage 
of the different constituents based on the original dry wood: 


TaBLE 8.—Analysis of Ground Wood Based on Equal Weights of Original 
Sample (Per Cent.) (after Bray and Andrews) 


| | | | | 
l¢ | Water | | | | | | 
| & g | Soluble | |;'5 | Pa ee ; 
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osha | 8S) -8 | | Fae el Wet ie Oma encel 
a | | BS] Ba (olHot Se) io (S/S) 8 |e & 
wed uiley : eh |” iA | | —] a Ose 1 Ra) Cee) OBS | = | ‘S 
| Wet pel Sa oy | 
2544 | Sounds .. en. sees ses | 0 | 0.0 | 0.0) 1.2 10.1|29.760.0/36.314.7, 9.0, 12.0) 5.5/4.4 
LOOM AG 20=2 ee te ere 6 |27.12, 8.1/18.1/40.0|27.7/26.8| 5.1/18.0| 3.5) | 
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130 | Fomes roseus,....... | 6 |10.3 | 2.9) 5.7/29.6|80.6|44.3/22.0/17.2| 5.1 
131 | Fomes roseus,........ | 9 |12.94) 3.2| 4.9.29.2/30.3/43.8 | 
157 | Lentinus lepideus...... | 6 |21.54| 7.5/11.8/41.0/28.8/32.1/16.5/12.0| 3.5 | 
158 | Lentinus lepideus...... | 9 |30.31) 9.7|15.7/40.6 28.6,25.8 | | 
TOGRRAO20= Ieee an ee 6 |22.2 |10.8/18.7/40.8'30.7,29.0| 6.9|19.8| 2.3) 
iI0YA | CGP son endee tee | 9 |83.11)11.1 15.3 41.6 28.8 18.2 | 
3 | CGO soonternacuane | 2 |38.63] 9.3/13.0/38.0.28.5|/16.9 | 
148 | Peniophora tabacina. .. | 6 \13.5 | 4.8) 9.0/34.9 27.7/40.5 22.5/13.9 a2) | 
| | | | | 


Remaining Residue of Wood or Humus Formation 


During the process of decay, lignin does not decay uniformly and 
probably proceeds very slowly by stages. Few experiments have been 
carried on and little has been recorded that furnishes any knowledge 
of the lignin degradation or so-called humus formation. 

In consideration of the facts known concerning lignin, lignocellulose 
and cellulose, it may be assumed that the residue of thoroughly decayed 
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wood is the same as the lignin prepared from wood by artificial means. 
This reasoning has not been verified by exact chemical means; on the 
other hand, however, nothing has been furnished to show the contrary. 

Bray and Andrews found that when jn decaying wood the results 
were calculated on the original sound-wood basis, the value of the 
lignin remained practically constant or only a slight decrease may be 
observed. After one year of storage after inoculation of lignin, a 3 per 
cent. loss was observed; after three years of storage no further loss 
resulted. This loss is accounted for by the loss of the methoxyl group, 
which in this particular case was 2.8 per cent. of the original wood. 

How long the lignin will resist the attack of micro-organisms under 
favorable conditions is not known. According to certain observations 
so-called rotten wood and rotten logs in the primeval forests must have 
been exposed in this condition for several hundred years, yet are still 
fairly compact. The same forests show that the tree trunks finally do 
disintegrate to such an extent that the remainder is merely in the form 
of a dust. How much older these are, it is not possible to estimate. In 
the peat bog, further decay is checked relatively early. 

Thoroughly rotted wood consists partly of water-soluble substance, 
partly of alkaline soluble substances, and an insoluble residue much richer 
inecarbon. A reliable record has been made by Wehmer."' He separated 
rotten fir wood, Picea exelsa, into the following substances: 

Humin J. Cold-water soluble. A brown-black, glistening, hard 
lac easily soluble in water, extractable with hot water. 

Humin II. Hot-water soluble. A coal-like, dull powder, composed 
of small spherical grains of 1-5 mm. in diameter, extractable with hot 
water, precipitating on cooling as a brownish gray sediment. 

Humin III. Alkali (2 per cent.) soluble. Glistening, brownish black, 
brittle pieces, unsoluble in water, extractable with 2 per cent. solution 
of soda as a dark brown solution, coagulating with acids in fluffy flakes. 

Humin IV. An insoluble peat-like compact brown residue retaining 
the woody structure. Table 9 shows the percentage composition: 


TaBLE 9.—Composition of Substances in Rotten Fir Wood 
emer eerriny seerieer ter eriirgy e ett eee 
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11 Jum Abbau der Holzsubstanz durch Pilze. Ber.-Deutsh. Chem. Gesel. (1915) 


48, 130-134. Rev. Koll Ztschr. (1915) 16, 181. 
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A sample of wood, with a 51 per cent. carbon content, during complete 
decay yielded (1) 50 per cent. of COs, H.O, and some fungal remains; 
and (2) 50 per cent. of humified wood, with a carbon content of 56.8 per 
cent. The humified wood was separable into (a) 15 per cent. water- 
soluble substance with a carbon content of 46.4 to 51.6 per cent., (6) 35 
per cent. alkali-soluble substance, with a carbon content of 64 per cent., 
and (c) 50 per cent. insoluble substance, with a well-preserved 
woody structure with traces of cellulose. 

Pectin.—Pectin is readily decomposed by micro-organisms. An 
enzyme, pectinase, first hydrolyses it to arabinose. This sugar is then 
fermented through the agency of zymase, resulting in some cases in carbon 
dioxide and butyric acid, and in alcohol, formic acid, acetic acid and ace- 
tone in other cases. A number of bacteria have been isolated that will 
decompose pectin but no other compound of the plant. A number of 
fungi will also dissolve pectin. 

The cells of all plant tissues are cemented together by means of a 
thin layer of pectin, called the middle lamelle. On hydrolysis of the 
middle lamelle, the tissues disintegrate into their fibers or cells; fruits in 
such cases are said to become mushy. The retting of hemp and flax 
depends on the solution of the middle lamelle by means of bacteria. 

Hemi-cellulose—The hemi-celluloses, such as pentosans, Mannans, 
and xylans, are also dissolved by a series of bacteria. The hydrolyzing 
enzyme is xymase. No bacteria has been isolated that will decom- 
pose galactan. 


How Puants ContTRIBUTE TO THE BoG 


During every growing season plants grow new leaves, young shoots, 
flowers, seeds, pollens, and spores; wood and bark are added to the stems, 
besides, certain secretions such as gums, resins and tannins, mostly prod- 
ucts of disassimilation, are deposited in ducts and reservoirs throughout 
the plants. Also, every year the plants shed the leaves, blossoms, 
pollens, spores, part of the bark as a natural sequence of the life processes 
of the plant; twigs, branches, and trees are broken or torn down by the 
wind, ice, sleet, and snow. ‘Trees or parts of trees die through injury and 
sooner or later drop in a semi-decayed condition. Many trees, on account 
of the loose ground they live on, are not able to hold up and gradually 
lean over more and more until they lie flat on the ground, and sooner 
or later are buried dead or alive by subsequent debris. Thus, in the 
long run, an equilibrium is maintained between growth and drop. 

The dead material, as long as uncovered by water, undergoes a rapid 
decay, begun by fungi and maintained by fungi and bacteria. Fungi 
soon transform these plant parts into a soggy mass and prepare it for the 
attack of bacteria. As long as it remains exposed to the air, decay 
proceeds rapidly. Much of it decomposes completely, some of it remains 
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in asemi-deeayed condition. — In this state, much of it crumbles and much 
of this is transformed into a fine debris. In this condition, the mass is 
sooner or later, covered by subsequent decaying vegetable matter and 
becomes submerged below the water level. Once in this position, decay 
proceeds through bacteria alone and very Slowly, partly on account of the 
exclusion of air and partly on account of the antiseptic condition of the 
mass caused by the decomposition products themselves. Slow changes, 
however, are taking place in the bog, and even at considerable depths 
below the surface. This is shown by the change from a more immature 
peat in the upper strata to more and more mature peat in the deeper 
strata. Living bacteria are found at all depths of the bogs, and gases, 
mostly methane, are constantly being given off from the deposit. These 
bacterial activities deprive the deposit more and more of its oxygen and 
render it a highly reducing agent. 


_ Differential Rates of Decomposition of Plant Substances 


Not all plant substances decompose with the same ease, in fact some 
do not appear to be attacked at all by agencies of decay while others 
rot very quickly. The plant components that constitute the living part 
of the plant, as also the plant foods and reserve substances such as the 
sugars, starches, and gums, are relatively easily decomposed, and rela- 
tively little remains of them during ordinary rotting on the surface. 
The cell-wall components, also, vary greatly in the ease with which they 
rot or decompose. The hemi-celluloses, hexoses and pectins, decom- 
pose more easily than the celluloses, which are quite resistant. The 
cuto-celluloses are the most resistant to decay. The largest part, as 
has already been intimated, is contributed by the wood of plants. 

As shown, in rotting wood the cellulose disappears rapidly, while 
the lignin complex or certain parts of the lignone complex remains; 
and it is this part that mainly contributes to peat. From laboratory 
experiments, it would seem that after three years of exposure in moist 
conditions no (or but little) cellulose remains. 

Those substances that are here called the “protective substances,” 
are all resistant to agencies of decay. To them belong cuto-cellulose, 
wax, fats of higher molecular weight, and resins. The cuticles of many 
plants, the spore exines and pollen exines, are largely composed of such 
substances and undergo but little chemical change. The waste products, 
in general disassimilation products no longer available as foods, are also 
not readily decomposed; to these belong the resins, terpins, alkaloids and 
purine bases. Because these substances undergo little or no Geren 
position and as those substances that form the bulk of the plant mass 
undergo considerable decomposition, the former substances remain = 
relatively very much larger percentages than found in the plant org!- 


nally. It is thus seen that a selection or an accumulation of the more 
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resistant substance is going on all the time and the more resistant the 
less is their loss, and that the more and most resistant substances accumu- 
late proportionately faster than the least and the less resistant. It is 
another case of the survival of the fittest. 


Differential Decay of Different Species 


It is well known that certain species of plants are subject to decay 
much more readily than others. Among the swamp-loving plants, it 
may be observed that a black ash is decomposed more readily than a 
spruce or a balsam, a balsam quicker than a tamarack, and a tamarack 
quicker than a cedar. The black ash is the least resistant and the cedar 
the more resistant tree to biochemical decay. In the same swamp, a 
black ash may be decomposed to a debris, while a cedar tree lying beneath 
it is still hard and sound. 

If the different peat-forming trees always grew in a mixed condition, 
a differential decay would not visibly influence to produce different 
kinds of peat. But we do not find them growing that way. It may be 
observed that, because of certain conditions, the kinds of plants growing 
in a swamp are restricted to one or two species with only a few other 
species sparingly intermixed. We thus come to speak of a cedar swamp 
in which by far the most predominant tree is the white cedar, with only a 
few other species intermixed. Likewise are the tamarack swamps, the 
black-ash swamps, the bald cypress swamp, the spruce swamp and 
so forth. 

When the peat deposits formed by these different floras are examined, 
it is found that each has characteristics of its own. The black ash, which 
is quickly attacked, furnishes a much macerated peat deposit; on the 
other hand the white cedars furnish a deposit characterized by a large 
number of tree stems; and tamaracks furnish a well-macerated peat but 
characterized by its resinous matter. 

The foliage of the trees that form the flora of a swamp influence the 
nature of the deposit as much or more than the nature of the woody 
parts. The surface layer of a cedar swamp differs widely from that of a 
tamarack swamp or a black-ash swamp as a result of the difference in 
the decomposibility of the leaves, and surely the peat derived from them 
must differ as much. 

The exact cause of the difference in durability in wood is not known, 
but it is quite certain that the chemical composition of the wood is a 
large factor. It has been shown by Hawley, Fleck, and Richards!? 
that woods in which the extracts are the most toxic are also the most 
resistant to Soe It was also found ae the eee of the heartwood 


wy, BF, Hee L. C. Fleck, and C. A. Richards: The Relation ron Dura- 


bility and Chemical Conpoetions in Wood. Ind. & Eng. Chem. (1924) 16, 699 
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is more toxic than that of the sapwood. It has always been supposed 
that the lesser durability of the sapwood was due to the larger amount of 
sugars and starch in it, and thus further the growth of micro-organisms. 
Although this may be a factor, the greater toxic content of the heartwood 
is probably the greater. J 


Plant Matters Buried. Alive 


It has been mentioned that a considerable number of trees recline 
more and more until they lie flat on the ground and eventually are buried 
alive. Secondly the root complex of the flora of the swamp, while they 
never penetrate far into the peat stratum below, living roots remaining 
relatively near the surface, by the time they die are covered by a con- 
siderable amount of debris. Such plant matter evidently does not go 
through the same phases of decay as those that decay on the surface 
with complete access of air. Such plant parts, in the first place, will not 
be macerated, but will be transformed whole. Whether the changes 
brought about in them through decay in a buried condition differs from 
that of decay in the air remains to be seen. Decay under such conditions 
is probably extremely slow. Fungi are excluded at all times and reason- 
ing from the chemistry of wood decay, cellulose fermenting bacteria only 
can be active, living under strong reducing conditions, fresh peat being 
a strong reducing agent. We may have here a solution of the origin of 
mineral charcoal. 


Variations in the Degree of Decay and Maceration through Varying 
Conditions 


If the conditions of water level and moisture in a certain bog were 
constant throughout its life, the deposit would be uniform in texture, 
structure, and composition. In a large number of deposits, the natural 
sequence in the life of a deposit is from an aquatic bog to the woody 
swamp. To reach the last stage, it has to go through the marsh stage, 
the sedge stage, the shrub stage, the mixed shrub and tree stage, and 
finally reaches the permanent tree stage. In sounding such a deposit, 
each stage is recognizable by the specific kind of peat that was deposited. 
A number of such deposits are found in the peat regions of Michigan and 
Wisconsin. Provided that no other cause appears, these bogs pass from 
an aquatic condition, through the various stages of diminishing moisture 
until the mesophytic stage is reached, where it will remain. The climax 
is reached simply by filling up the depression with the debris of its own 
vegetation. Other causes may modify the conditions. Natural erosion 
may remove a barrier and thus aid in the drainage, or the earth’s puLASe 
including the swamp, may rise gradually changing drainage conee gs 
or even removing the deposit already established. Artificial Beas eee 
the most common cause today in reversing swamp conditions. In parts 
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of Wisconsin and Michigan, where the earlier settlers found impenetrable 
peat bogs, today are found wheat fields, celery fields, and orchards. 
Ten years ago, Sheboygan Marsh in Wisconsin was an impenetrable 
peat bog, with a peat deposit about 10 ft. deep; in another ten 
years, between 6000 and 7000 acres will be transformed into truck fields 
and orchards. 

The opposite transition may also take place. A swamp may begin 
with the mesophytic wooded stage, and gradually be transformed into the 
aquatic stage, passing through the same phases as the aquatic to wooden 
swamp series, in the reverse order, increasing in moisture until finally 
a typical aquatic stage is reached and finally may be covered up by inflow- 


ing mud and sand. ‘This state of affairs may be brought about by a sub- » 


siding area of the earth’s crust. A good example of this condition is 
found in the Dismal Swamp of Virginia and North Carolina, with Lake 
Drumond in its midst, in which the stumps and a few remaining trees 
bear mute witness of a once woody swamp. In this case, also, each suc- 
cessive stage deposited its characteristic kind of peat, similar to that of 
the aquatic to mesophytic series; the transitions of course may be gradual 
and almost imperceptible. In the coal measures, similar transitions are 
recorded in the earth’s strata, as will be noted further on. 


COMPOSITION OF THE Prat Boa 


From what has been said, it should not be difficult to get a fair idea 
of the composition of peat in all its varieties. In a discussion of peat, it 
e . . . . “Te . ? 
is essential to take into consideration the different kinds of peat formed 
under different conditions, as each type of bog gives rise to its character- 
istic kind of peat. For example, the open-water bog gives rise to a much 
macerated, mucky peat, the sapropel of Potonie; the marsh furnishes a 

Beds ; 
peat often alluded to as “‘lebertorf;” and the tree-covered swamp (Fig. 1) 
gives rise to the woody peat. These three kinds are set off arbitrarily as 
types; several other types and every possible intergradation may exist. 


The Open-water Deposit 


The deposit formed in the open-water bog consists of a slimy ooze 
composed largely of the most resistant plant products of plants that ieee 
in and around the bog. Among these are the cutinized coverings of stems 
and leaves, the waxy and oily content of stems and leaves: seeds and seed 
coats, pollens and spores. Pollens may be blown in from flora anon. 
ing the bog. Humic or woody plant degradation matters are always present 
in relatively small, but in greatly varying, proportions. Algal matters 
do not contribute any appreciable part. Deposits of this kind nae: 
in composition the cannel coals of the older periods. Mi 


4 
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Fig. 1.—CLosE-UP VIEW OF PEAT BOG OF. WISCONSIN; FOREGROUND IS UNDER 
WATER; PARTLY COVERED TREE TRUNKS ARE SHOWN; HUMMOCKS INDICATE BURIED 
TREE TRUNKS; PEAT IS APPROXIMATELY 8 FT. DEEP, 


Fic. 2.—CLosn-UpP VIEW OF SURFACE OF SAME PEAT BOG, SHOWING NATURE OF LIT TER 


ON SURFACE; FOREGROUND IS PARTLY UNDER WATER. 
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Fie. 3.—LUMP OF AIR-DRIED PEAT, FROM BOG SHOWN IN 1a 


NUMBER OF SMALLER FRAGMENTS OF WOODY 
EMBEDDED IN THE ATTRITUS. NATURAL SIZE. 


1, SHOWING A LARGE 
PEAT, SOME MICROSCOPIC IN SIZE, 
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Fic. 4.—Lump oF AIR-DRIED PEAT, FROM BOG SHOWN IN Fla. 1, CONSISTING LARGELY 
OF ATTRITUS, CONTAINING A LARGE NUMBER OF SMALL FRAGMENTS OF WOODY PHAT. 
NATURAL SIZE. 
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The Marsh Peat 


The product of the marsh is composed essentially of the same con- 
stituents, except that it contains a much larger relative amount of humic 
matter, and occasionally small fragments of woody matter, fragments of 
the haulms of sedges, grasses, and seeds. Mosses and lichens may have 
been prominent contributors. 

The peat of this type of bog may be subdivided into various 
kinds, aecording to the predominant class of plants contributing. The 
mosses, particularly sphagum, may have been the chief contributors; 
or grasses, or sedges, or both grasses and sedges may have been the 
main contributors. 


Peat of the Wooded Swamp 


Peat formed by the wooded-swamp type (Fig. 1) is in every respect 
analogous to an ordinary lignite, subbituminous or bituminous coal. This 
kind of peat is, therefore, of greatest interest. The more mature peat 
begins a foot or so beneath the surface layer, and usually extends to within 
a short distance from the bottom or may extend to the bottom. This 
mass consists of the same components as the surface layer, only in a much 
further advanced stage of decay. Logs or parts of tree trunks, fragments 
of these and larger parts of branches and roots constitute the more bulky 
components. Between these are lodged smaller fragments of these same 
constituents (Fig. 3); all is embedded in what appears like a dark-brown 
to black mud. This is the attritus; see Figs. 3 and 4. 

Matter derived from the woody parts of plants forms by far the 
largest portion of the ordinary woody peat. It consists of what is ordi- 
narily termed rotten wood. We are today much better informed as to 
the nature of rotten wood than we were a few years ago. 


CHEMICAL NATURE oF PrAT Woop 


Laboratory experiments have shown that when wood is inoculated 
with wood-destroying fungi, only a small percentage of the cellulose of 
the wood remains after three years, but the lignin of the wood remains 
nearly constant. If wood is exposed under favorable natural conditions, 
it becomes the host of a number of different fungi as well as bacteria, and 
decay proceeds more rapidly. The time of exposure of the plant matter 
of the swamp of both fungi and bacteria in the air is on the whole 
much longer than three years. It may be assumed, therefore, that the 
decay of the wood above the surface is quite complete. After the decay- 
ing wood is submerged, if any cellulose has escaped destruction, bacteria 
still continue their activities. It must be remembered that a consider- 
able number of trees recline more and more until they finally lie flat on 
the ground, still alive, and are gradually covered up alive. These will 
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never be attacked by fungi, and bacteria alone can act on them. Simi- 
larly, the greater proportion of the roots of the swamp flora, although 
always relatively close to the surface, are buried under a consider- 
able quantity of debris or are even submerged beneath the water and are 
not subjected to aerial decay but to bacterial decay only. How readily 
these constituents are attacked and how far the cellulose is destroyed in 
them remains to be seen. In sounding 'a bogfrom top to bottom, it is 
found that the upper strata still contain some cellulose, but this decreases 
in amount downward, and in the deeper strata is but sparingly found 
if at all. 

It has always been a question as to what had become of the cellulose. 
Although cellulose as such could not be found, or but sparingly, in 
peat wood, could it not have been changed into some residual substance, 
and if so what was its nature? It is now known that the first decomposi- 
tion of cellulose is by hydrolysis, and that its first decomposition 
product is cellobiose, which splits into glucose. Being a good food sub- 
stance glucose is easily fermented to simpler products. It is also known 
that the lignin of wood is not decomposed easily either by means of 
organic enzymes or by chemical reagents, except that it may lose its 
methoxyl groups. Although it is not known what becomes of the lignin 
in the end under moist aerial conditions, it is known that enough of it, in 
fact by far the most of it, escapes decomposition and is finally sub- 
merged, where it apparently does not decompose much further. If any 
further decomposition takes place, we are not as well informed as in the 
case of cellulose (Figs. 7 and 8). 

The hemi-celluloses, pentosans and xylans, starches and gums have 
also disappeared. The middle lamella in many cases are still recog- 
nizable, in some cases none is visible. 

Laboratory experiments also show that the waxes, oils, and resins 
are not destroyed by micro-organisms; tests on peat bear out this state- 
ment. What part of these remain in the wood in natural conditions is 
not well known. All that is known is that such woods yield certain 
amounts of soluble substances. 

When examined microscopically, thin sections of thoroughly rotted 
peat wood reveal much foreign matter in the fibers (Fig. 9). Some of 
these may be identified as gums, waxes, resins, and oils. No exact account 
has been taken, and all that can be said is that a considerable quantity of 
foreign matter is commonly found in the cells and fibers of various wood 


tissues after decay. 
PuysicaL Nature or Prat Woop 


Mature peat wood is partly soluble in hot water and almost com- 
pletely soluble in a weak solution of potassium or sodium hydroxide. 
This yields a dark brown, in dilute solutions, to black, in more concen- 
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Fig. 8.—PART OF THIN SECTION OF WOODY PEAT SHOWN IN Fila. 7; SHOWS CELL 
WALLS OF ROTTEN WOOD IN DETAIL AND HYPHA OF FUNGI; NOTE SHREDDED APPEAR- 
ANCE} ONLY MINUTE QUANTITIES OF CELLULOSE HAVE REMAINED. XX 1000. 
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Fic. 9.—Turn cross-section OF FRAG 
IN Fias. 3 anp 4. Tuts PIECE OF ROT 


RESINOUS CELL INCLUSIONS; CELL WALLS 


MENT OF PEAT WOOD, SUCH AS 


TEN WOOD CONTAINS CONSIDERABLE NON- 


ARE IN AN ADVANCED STATE OF DECAY AND 
CELLULOSE HAS ALMOST COMPLETELY DISAPPEARED, > 200, 


IS SHOWN 


REINHARDT THIESSEN 838 
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Fie. 10.—THIN SECTION OF CARBONIZED ATTRI 
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trated solutions, which precipitates on addition of acids. This substance 
is commonly called humin, humic acid, ulmin and ulmic acid. 

Peat wood no matter how large the fragment may be, has retained 
its normal cell structure at the time when taken from the bog; the cells 
are in the natural position and, to a large extent, hold their natural 
shape, When seen under the microscope, in thin section, the thickness 
of the cell walls does not seem to have diminished appreciably as com- 
pared with sound wood of the same species. The matter composing the 
cell walls, however, differs much in appearance from that of sound wood. 
It is loose and granular in structure, although it has retained some of 
its layering. The middle lamellum is usually present, but may have 
separated from the main wall (Figs. 7, 8, and 9). 

Mature peat wood, when fresh from the bog, is soft and friable, may 
easily be cut with the spade, is pliable, and fairly plastic, almost like clay. 

Under the ultra-microscope, the cell walls are shown to be typical 
gels. When dried, peat wood hardens into the consistence of hard rubber 
or bone, and its volume shrinks considerably. When now examined 
under the microscope, the cell walls have largely collapsed and appear 
much thinner than when examined wet and fresh from the bog. The 
mass of mature peat wood has all the characteristics of a hydrogel. 
This is an important characteristic in consideration of the future coalifica- 
tion. All hydrogels, when dried, change into a hard, brittle, almost 
glassy, substance; its quality is dependent on its purity. 


Attritus 


The attritus is the finely divided solid residue of decay and consists 
largely of parts of plants that resisted complete decay or were not attacked 
at all. It contains, therefore, a large proportion of the more resistant 
plant products rather than of the less resistant. It is composed of the 
degradation matter of anything and everything that grew in the bog, 
and consists therefore of a large variety of substances (Fig. 4). To the 
naked eye, the attritus appears as a black mud, or as a black jelly-like 
substance; and when rubbed between the fingers has a jelly-like, slimy 
feel. When observed under the microscope, however, it is shown to con- 
sist of definite and specifically recognizable particles; consisting of bits of 
plant parts, isolated cells or part of cells, bits of tissues of wood, leaves, 
bark, roots, bits of tissue of mosses and lichens, fragmentary cuticles, 
pollens, spores and resinous particles, and some dirt (Fig. 10). These 
different components vary considerably in proportion from one swamp 
to the other and from one horizon of the same swamp to another, 

The humic matter of the attritus may be derived from the wood, bark 
pith, leaves, mosses, lichens, gums, starch pectins, and other erhohes 
drates. . It is thus seen to be of a varied origin. It is largely present as 
definite particles and but a very small part of it is colloidally dispersed, 
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Much of it can, however, be dispersed colloidally by means of cer- 
tain reagents. 

Cuticles of leaves and stems are always present and are easily recog- 
nizable (Fig. 10). They are in the form of smaller or larger fragments 
and often are finely macerated. This cénstituent cannot be dispersed 
colloidally nor is it soluble in ordinary solvents. Spores and pollens also 
are always present and easily recognizable.. This constituent also can- 
not be dispersed colloidally nor is it Soluble. 

Resinous matter also is always present in various forms and is easily 
recognizable. Resinous particles are liberated from rotted and disinte- 
grated wood, bark, and leaves. Like the cuticles, pollens, and spores, 
resinous matters are not subject to decay, and hence remain constant as 
based on the original material, and have been concentrated when based 
on the amount of its residual matter. Resins are soluble by means of 
various organic solvents, but cannot be easily dispersed colloidally. 

Waxes and fats or oils are present but cannot be distinguished readily 
microscopically, yet they can be extracted by means of various solvents. 
Besides these constituents, theoretically considered, a considerable 
number of other plant products must be present, either as original com- 
pounds or degradation products, such as of tannins, alkaloids, glucosides, 
and the purine bases. But they cannot be observed by ordinary micro- 
scopic means, and little is known about them in peat. But that plants 
have contributed these to the coal is clearly shown by the presence of 
certain decomposition products of coals. 


THE MICROSCOPIC CONSTITUTION OF COALS OF 
DIFFERENT RANKS AND AGES 


COALIFICATION PROCESSES 


The transformation of the plant substances into peat was largely 
brought about by fungal and bacterial agencies. The sum of the proc- 
esses have been called biochemical. As the peat bog was gradually 
covered up by clays, sand, and silt, the biochemical processes gradually 
ceased, but the relative increment of the carbon content and the relative 
decrease in oxygen content begun by the biological agencies continued. 

How much longer the biological activities continued after being cov- 
ered is not known and is an important problem for consideration both as 
to how long bacteria survive and how long the enzymes secreted by them 
remain active after their death. Bacteria have been found at all depths 
(up to 30 ft.) of recent peat bogs. To deposit this amount of peat must 
have consumed hundreds of years. If bacteria can survive under such 
conditions at such length of time, the question normally arises when do 
they cease to exist and what destroys them? It is also well known that 
enzymes will remain active under favorable conditions for a considerable 
period after the death of the organisms giving rise to them. It would, 
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therefore, also be of considerable interest to know how long the enzymes 
remain active in the bog after the death of the bacteria themselves. 

The further changes brought about in the peat substance after being 
covered and which continue through the whole series of the coals from 
peat to anthracite have for short been called “‘eoalification.”’ In recent 
years, the processes involved have been termed ‘dynamochemical,”’ in 
contradistinction to the biochemical. To show graphically something of 
the nature of the changes, the ultimate analyses of types of coals in each 
stage of the series from peat to anthracite are given in Table 10. To this 
is added that of wood and lignin for comparison. 

Taste 10—Analyses of Coals by Stages of the Coalification Process 
ee LGR S | Sis | Ory No, 


Substance Per Per Per Per 
Cent. | Cent. | Cent. | Cent. 


Diekeve ge SG) eerie ye ce eR Car, te trae 50 6.0 43 

Tngimiany (Sehiwallb@) mens. ae metres erates cosets s.ststerersl op. 6 5.8 | 38.4 

Tienins (CK Onio))" ceecre oke a eyo eon os See | 64.85 | 4.86 | | 
Higoins( Klason )s) a. cgene eke ee co use eee | 66.67 | 5.49 
ILieaaniay Cavs Org SOONG KA) ys oo ec be oe con baee 64.70 | 5.68 | 

Rea temyiOOG Cols WISCONSIN vis ieee atelier: 58.88 | 5.00 | 33.10 | 2.58 
IBONAA, COLI; SERMON, coon co sme cs eeconass@ecowee | 64.4 6.6 29.0 | 

Coal, carboniferous lignites, Moscow, Russia......, 70.0 ba 20.9 | ABN) 
Lignite, Burlington, North Dakota............... (70.97 4.35 23.10 | 1.16 
Lignite, Williston, North Dakota................ (2084) api Ea O P72 aimee 
Sino oN AvTeNNOUIS., IONE, no oe econo cone sae (6.94 |" 6.55") 23. Zone iLas9 
Coal, bituminous, Illinois, Franklin County....... SU eye 1 eye) IMO) Th ay 
Coal, bituminous, Upper Freeport, Pa............| 88.138 | 5.85 7.80 | 2.19 
Coal, bituminous, Pittsburgh Bed, Bruceton, Pa... 84.57 | 5.39 6.94 | 1.72 
Croll lovininantmxoyorsy, MMO HANE,, oon coca cao dee ce chee 86.54 | 5.42 Guy || assy! 
Coal, bituminous, Somerset County, Pa...........| 88.59 | 4.53 2.08 | oo) 
Coal, bituminous, Tioga County, Pa............. 88.98 | 4.86 3.08 | 1.62 
Anthracite, Schuylkill County, Pa....:.......... 92.91) 3. 0.91 


09 2.41 


Ultimate analyses of the successive stages, in peat, brown coal 
lignite, subbituminous coal, bituminous coal, semibituminous coal and 
anthracite, therefore, show that extensive changes have taken pines 
the total result of which was a progressive elimination of volatile matters 
consisting of carbon dioxide, methane, water, and some carbon monoxide 
in such relative proportions that there was a continuous larger loss i 
oxygen than carbon, with a loss of hydrogen that held the relative hydro- 
gen content about constant throughout, except in the higher ranks where 
considerable loss is notable. 


CAUSES OF COALIFICATION 


Practically little is known concerning the causes of coalification. 
Pressure is usually cited as the principal factor; time also is cited. But it 
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should be remembered that time is not a cause, only a factor of duration 
during which an agent has an opportunity to act. It is believed that 
slow spontaneous chemical changes are going on in most complex organic 
substances. During a short period such reactions would be but very 
slight, but over a period of thousands, or éven millions of years, the total 
result must be considerable. It is possible that the decomposition 
reactions started in the vegetable debris in peat continues for a consider- 
able time after the bog was covered, possibly together with other catalytic 
agencies. Under the same conditions, everything else remaining similar, 
the same results should be obtained in different deposits during the same 
length of time. Unfortunately there are no cases in which the conditions 
were the same. But let us consider briefly the time factor. 

There are coals near Moscow, Russia, of Lower Carboniferous 
age, which must be ranked as lignites, of about the same rank as the 
lignites of North Dakota of Upper Cretaceous age. The German brown 
coals, of Oligocene age, still younger than the lignites of North Dakota, 
are only of a slightly lower rank than the Russian coal mentioned. If 
then the action set up by the enzymes of the biochemical stage, or spon- 
taneous decomposition of the complex organic molecules, continued at 
all after the bog was covered, it did not continue very long, or the actions 
are so slow as to make very small differences during the millions of years 
that elapsed since the Carboniferous ages. Different causes must there- 
fore be sought. 

Pressure is generally cited by geologists as the cause. Looking over 
the field, many phenomena may be cited that appear to prove the 
assumption. Of the cases cited above, the Russian coals are covered 
with but a light overburden of rocks, unfolded and undisturbed; the 
German brown coals are covered with a light overburden consisting of 
clay; while the lignites of North Dakota are covered with a rather heavy 
overburden, but the rocks have not been disturbed or folded. Certain 
coals in the Alps of the same age as the Russian coals, but in rocks much 
folded and subjected to much earth movements, have been transformed 
to graphite and shungite. Coals of the Rocky Mountains of about the 
same age as the German brown coals, and again in rocks much folded, 
are of high bituminous rank. Following the lignites of North Dakota 
westward into regions more and more subjected to earth movements 
and earth thrusts with rocks folded more and more, are coals of the same 
age and of the same bed, transformed into coals of higher rank, being of 
high butiminous or even of anthracite rank in the Rocky Mountains. 
Many cases of like nature can be cited. In every case, such change 
¢ increasing marks of disturbance or folding, in rock 
Also invariably coals of high rank, like 
at 


occurs along areas 0 
that forms a heavy overburden. ae 
the anthracite of eastern Pennsylvania, are associated with rocks th 


have been subjected to folding and earth thrust. 
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Rocks that have been folded are said to have been subjected to high 
pressure. There is therefore a good reason to assume that pressure is 
the factor that caused the devolatilization of coals or the changes of 
coals from a lower to a higher rank. But when pressure is considered 
from the standpoint of the physical chemist, the case becomes more 
complex. That pressure modifies or influences a chemical reaction is 
known. Pressure also brings about a chemical reaction in some cases 
when the volume of the products of the reaction are smaller than the 
original. It may also hasten the reaction under certain conditions, as in 
explosives and gases under pressure; but here other factors than pressure 
come in. But coals do not fall under any of these cases. The volume 
of the products of the reaction in coal is many times larger than the coal 
itself. Pressure could not have hastened any reaction started by 
reagents earlier. 

Pressure is invariably accompanied by a rise in temperature, there- 
fore, temperature should be considered briefly. When it is desired to 
hasten a reaction or start a reaction it is common practice to raise the 
temperature. It is known that rocks under higher pressure and in the 
act of folding, or where earth movements are taking place, are at a slightly 
higher temperature than the same rocks farther remote.'® It is also 
known that, with increase in depth, the temperature rises even in 
undisturbed rocks. The temperature need not necessarily be high. A 
temperature only a few degrees higher of one deposit above that of 
another would show marked differences over a long period. 

Loss of Moisture.—Along with the chemical change, there is a simul- 
taneous decrease of moisture from approximately between 50 and 40 
per cent., in the brown coals and lignite, to only a few per cent., in 
anthracite. In peat, the water is largely held colloidally, the humin 
matter being in typical state of hydrogel. With time the water is with- 
drawn, the mass becomes harder and more brittle as hydrogels do on 
dessication, the tendency being to develop into a solid similar to hard 
rubber. The total mass, of course, consists of a mixture of constituents: 
it is, therefore, not a pure hydrogel and will not transform into the 
hard solid form as it would if it were pure. The hardness or physical 
condition of a coal may therefore be accounted for by the colloidal 
nature of the ingredient matter. It required no high pressure nor high 
temperature to give it the characteristic physical condition in which coal 
is found. That it requires no high pressure nor high temperature to 
transform mature peat into a hard coal-like substance can be demon- 
strated easily in the laboratory. When thoroughly matured peat is 
slowly dried while kept under a slight pressure, so as to bring the com- 
ponents in close contact and keep out the air as the water is evaporated, 
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it will be converted into a hard coal-like substance. Any woody peat 
when treated with a weak alkaline solution and then left to dry slowly, 
will also be converted into a hard coal like substance. 

Further, by proper means peat may be changed largely into a colloidal 
solution, which, on evaporation, gradually*turns into a gel and, on further 
drying, into a mass that physically closely resembles bituminous coal. 
In like manner, brown coal, lignite, subbituminous coal, by proper means, 
may be brought into a colloidal solution from which it may be reverted 
by evaporation into mass that in many ways cannot be distinguished from 
the original coal, the one obvious difference from the original being that 
it has lost its banding or layering characteristic in coal. 

If all the peat mass were in a typical stage of hydrogel, no pressure 
would be required in order that peat be transformed into a hard coal- 
like substance after gradual elimination of water. But as already stated, 
peat consists of a mixture of substances, many of which are not complete 
hydrogels; spaces exist between the different components requiring 
external pressure to bring the different parts together, and if none is 
applied on dessication the mass dries into a more or less spongy mass. 
If, however, but slight pressure is applied, just enough to keep the spaces 
from filling with air as the water is removed, a hard bony mass results. 
A heavy overburden should, therefore, have the tendency to produce 
a solid compact coal. 

Effect of Overlying Rocks.—These laboratory experiments are corrob- 
orated in nature. The German brown coals have relatively but a light 
overburden. They are of a loose spongy nature, still much like peat. 
American lignites of the same age, on the other hand, were provided with 
a heavy overburden and have been subjected to considerable pressure. 
This resulted in a compact dense black coal termed lignite, in contradis- 
tinction to the German brown coal. Microscopically the German brown 
coals and American lignites do not differ essentially; the kind of compo- 
nents are quite similar in each, their origin was therefore quite similar. 
Their ultimate analyses generally does not differ much, yet in some ways, 
such as outward appearance and physical structure, they differ consider- 
ably. With the chemical changes and the changes in moisture content, 
there has also taken place a gradual change in physical condition of 
the coal. . 

All constituents of peat are colloids in one form or another; the humic 
components in particular are in a state of hydrogel. That means that 
relatively a large amount of water is present as an inherent part of the 
mass. Water is so closely associated with the peat substances that 1t 
cannot be said where the one begins and the other ends as a part of it. 
The solid colloidal particles composing the gel are relatively far apart, 
this is characteristically seen under the microscope. As the ee tel 
of water proceeds, these particles are brought eloser and closer together 
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through internal pressure. Tn lignites, still containing as much as 50 or 
40 per cent. water, each ultra particle of coal matter must be surrounded 
by a film of water which is, however, so thin that it is not visible under the 
microscope, and is therefore not apparent. Yet the ultimate coal parti- 
cles are still relatively far apart. ‘The mass is still loose in texture but 
not porous in the usual sense, but is soft. In the subbituminous coals, 
where water has been eliminated still further, the ultimate particles have 
been brought still closer together, and the mass is correspondingly more 
compact. In the bituminous coals, moisture has now been reduced to 
within between say 3 and 8 per cent. The water in the coal under such 
conditions, or in other words the moisture surrounding each ultra particle, 
can no longer be present in minute droplets or films but can only be pres- 
ent in a molecular state in order to be uniformly distributed. Yet the 
ultimate particles, although now much closer together than in peat or 
brown coal, are still relatively far apart, but the spaces between these can 
no longer be filled with water but must be filled by gases. 

Change in Physical Appearance after Loss of Moisture —Parallel with the 
loss of moisture, is to be noted a change in the physical appearance of coals. 
Lignites have a characteristic granular appearance under the microscope. 
The granular condition changes more and more into a glassy or vitreous 
condition as coals of higher rank are reached and reaches a maximum in 
the coking coals. Coking coals, as a rule, have a characteristic vitre- 
ous appearance. 

At the end of the coalification process, the various constituents that 
entered into the peat deposit, though still recognizable, are now in a 
chemically and physically changed condition, as may be accounted for 
by biological and coalification processes. 


COMPOSITION OF COAL 


All the components recognizable in peat may be traced with certainty 
from the peats through the whole series of coals such as brown coal, 
lignites, subbituminous coals, bituminous coals, and anthracite. These 
components in peat, to repeat, may be summed up as follows: 

1. The larger components derived from the woody parts of plants, 
such as stems, branches, roots, more or less whole or in larger fragments 
(Fig. 3). 

2. The smaller components derived from the same plant parts but 
more highly fragmented (Figs. 3 and 4). 

3. The attritus is composed of (a) finely macerated matter derived 
from the woody parts of plants; (b) finely macerated matter derived from 
other carbohydrate plant substances like pith, cortex, bark, leaf-tissues, 
gums, etc.; (c) cuticular matter; (d) spore and pollen matter; (e) resinous 


matter; (f) waxy and fatty matter; (g) other degradation matter; and (h) 
mineral matter (Fig. 4). 
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: The larger pieces corresponding to peat wood are abundantly found 
in the brown coals and lignites and are easily recognizable as such, either 
microscopically through thin sections or macroscopically (Figs. 11 and 12). 

In the lignites, they are recognized as black, glistening, more or less 
lenticular masses. They are generally yspoken of as “bright coal.” 
Generally their outward appearance betokens that of woody fragments. 
When examined microscopically in thin sections, no doubt remains that 
they actually represent pieces of wood. Being derived from wood, they 
are called anthraxylon (Fig. 12). 

Samples of typical earthy brown coals from the Riebeck mine in 
Germany were recently examined by the author. These samples showed 
that they differed in no respect in composition and origin from American 
lignites (Fig. 11). In the subbituminous coals, anthraxylon is likewise 
prominent and easily recognizable as woody components (Fig. 13). They 
are here, however, thinner and more compact; in other words, they have 
been more compressed or flattened. The subbituminous coals offer a 
fortunate transition stage from lignite to bituminous coal. This pro- 
vides a means to recognize components definitely in the bituminous coals, 
although without this transition the anthraxylon is easily and clearly 
recognized in the bituminous coals (Fig. 14). From the general appear- 
ance and banded nature of anthracite, it has long been assumed that 
anthraxylon is also present in these. Recent methods of polishing and 
edging have definitely proved this assumption to be correct. 

The smaller or more fragmentary woody component of peat can also 
be traced easily and definitely from one end of the series to the other. 
These are called smaller anthraxylon components. Their origin and 
structure differ in no way from the larger (Figs. 15, 16, and 17). 

The smaller anthraxylon strips and the attritus together ordinarily 
comprise the dull coal (Figs. 18, 19, and 20). But when a number of the 
smaller anthraxylon strips are packed closely together with none or but 
little attritus between them, they also constitute bright coal (Figs. 21, 
22, and 23). 

The thickness of the anthraxylon units varies greatly in any coal. 
In general, their thicknesses decrease with the rank of the coal, being 
most massive in the lignite, where they have suffered the least com- 
pression, and where they may be six inches or more in thickness, and 
thinnest in the anthracite, where they have suffered the most thorough 
loss of volatile matter and compression. But in any coal all conceivable 
sizes and thickness are met with, from those many feet long, several 
feet wide, and several inches in thickness to a microscopic size. Some 
coal beds are composed of a large proportion of anthraxylon, these are 
anthraxylous coals; in others the proportion. is much smaller and the 
attritus forms the larger part of the coal; these are attrious coals. _ In 
some, these components are largely quite thick; in others, like the Pitts- 


burgh bed, they are mostly relatively thin. 
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Fic. 14.—THIN CROSS-SECTION OF ANTHRAXYLON OF BITUMINOUS COAL FROM 
THICK FREEPORT BED}; WOODY STRUCTURE INCLUDES CONSIDERABLE RESIN, SHOWN 


WHITE. X 200. 
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I 1G. 15.—THIN CROSS-SECTION OF DULL COAL OF BROWN COAL FROM RIeBECK 
MINH, GERMANY; THIN STRIPS OF ANTHRAXYLON ARB EMBEDDED IN ATTRITUS: AT in 
IS COMPOSED OF WOODY DEGRADATION MATTER, CUTICULAR MATTER, SPORE AND aoe ue 
MATTER, RESINOUS MATTER, AND CHARRED WOODY MATTER, SHOWN BLACK. x 300. 
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Fic. 17.—THIN secrion oF DULL COAL FR 
FREEPORT BED; THIN STRIPS OF ANTHRAXYLON, 
SERVED STRUCTURE, ARE EMBEDDED IN ATTRITT 
DEGRADATION MATTER, 


OM A BITUMINOUS COAL FROM THICK 
ONE OF WHICH CONTAINS WELL-PRE- 
US; ATTRITUS IS COMPOSED OF WOODY 


SPORES, CARBONIZED AND SOME CUTICULAR MATTER. > 200. 


REINHARDT THIESSEN 99 


Fiq. 18.—THIN CROSS-SECTION OF DULL COAL OF A BITUMINOUS COAL FROM THICK 
FREEPORT BED; LARGER PART CONSISTS OF ATTRITUS WITH BUT A FEW THIN STRIPS OF 
ANTHRAXYLON; ATTRITUS IS RICH IN SPORES. X 200. 
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Fic. 20.—THIN CROSS-SECTION OF BITUMINOUS COAL, UPPER FREEPORT, WITH 
NUMBER OF THICKER STRIPS OF ANTHRAXYLON INTERLAYERED WITH AN ATTRITUS 
RICH IN SPORES; THERE IS ABOUT AN EQUAL PROPORTION OF ANTHRAXYLON AND ATTRI- 
TUS IN THIS LAYER, BUT IT STILL MAY APPEAR AS DULL COAL, x 200. 
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Fic. 21.—THIN CROSS-SECTION OF BITUMINOUS COAL, PITTSBURGH COAL; LAYER 
CONTAINS LARGER PROPORTION OF THIN ANTHRAXYLON STRIPS THAN ATTRITUS AND 
APPEARS AS BRIGHT COAL. XX 200. 
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Fig. 22.—THIN CROSS-SECTION OF BITUMINOUS COAL FROM PRATT BED, GORGAS, 
ALA.}; LAYER IS COMPOSED LARGELY OF THIN STRIPS OF ANTHRAXYLON AND WOODY 
DEGRADATION MATTER AND APPEARS AS A TYPICAL BRIGHT COAL. X 200. 
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Fic. 23.—THrn cross-SECTION OF BITUMINOUS COAL, REDSTONE BED, Maprson, 
PA.; LARGER PART OF LAYER IS COMPOSED OF STRIPS OF ANTHRAXYLON AND Woopy 
DEGRADATION MATTER AND HAS APPEARANCE OF BRIGHT COAL. XX 200. 
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Fic. 24.—THIN CROSS-SECTION OF ANTHRAXYLON OF A BITUMINOUS COAL, UPPER 
FREEPORT, WITH RESINS INCLUDED IN CELLS. X 200. 
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THIN CROSS-SECTION OF ANTHRAXYLON OF A LIGNITE FROM SHERIDAN, Wyo., 
INCLUDING RESIN. XX 200. 
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Fic. 26.—THIN CROSS-SECTION OF ATTRITUS OF BROWN COAL FROM RIEBECK MINE, 
GERMANY; ATTRITUS CONTAINS ALL CONSTITUENTS FOUND IN PEAT, LIGNITE, SUB- 
BITUMINOUS, AND BITUMINOUS COAL, BUT IS NOT AS COMPACT AS THAT OF OTHER COALS. 


x 200. 
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Fic. 27—THIN CROSS-SECTION FO ATTRITUS FROM A NORTH DAKOTA LIGNITE; 
COMPOSED LARGELY OF WOODY DEGRADATION MATTER, SOME POLLEN MATTER, RESIN- 
OUS PARTICLES, CUTICLES, CARBONIZED MATTER, AND PYRITE. XX 200. 
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Fra. 28.—THIN CROSS-SECTION OF ATTRITUS OF SUBBITUMINOUS COAL FROM \\eM- 


MERER, Wyo. X 200. 
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_ Fic. 30.—THIN .CROSS-SECTION OF ATTRITUS OF A BITUMINOUS COAL, LOWER 
KITTANNING BED, RICH IN SPORE MATTER; SPORES ARE CHARACTERISTIC SPORBS OF 


Lower KITTANNING BED. 
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Remains of the original woody structures are preserved in all anthra- 
xylon; in some they are exceptionally well preserved, in others but faint 
traces are left. The state of preservation again varies, in general, 
directly with the rank of the coal. The most and the best- preserved 
structure has been retained in the lignites, and from here drop off until 
the anthracites are reached. The state of preservation is, however, 
not always determined by the metamorphism of the coal. In many 
cases, it was probably determined during the first part of the peat stage. 

Original and natural cell contents, such as resin, are commonly 
included (Figs. 14, 24, and 25). Resinous matters are not decomposable 
and have retained much of their original bulk, and while the woody 
fragments enclosing them have largely decomposed, the resinous contents 
have been concentrated in them, and often form the larger part of the 
anthraxylons. This is particularly well known in the lignites, in which 
resin-bearing conifers were the main contributors. 

The attritus constitutes the embedding medium and in a cross-section 
appears between the thinner anthraxylon as layers alternating with it. 
The attritus and the smaller anthraxylon strips together constitute the 
dull coal, but the attritus alone also has the appearance of a dull coal. 
Cannel coal, for example, is all attritus and has a dull appearance. 

Although a complex substance, the attritus as a whole, and the main 
constituents composing it, can be traced from one end of the series to the 
other, clearly and definitely. It consists largely of the rubbish or refuse 
that escaped complete decay. It would be expected, therefore, to find 
in it besides the woody degradation matters, many of the substances 
more or less resistant to decay. To these substances belong the cuticles 
or outer coverings of leaves, stems, and branches; and the waxy fatty and 
resinous coverings, pollen grains and spores; also resinous, waxy and fatty 
contents of cells and tissues. Besides these, there is a long list of sub- 
stances in plants that are more or less resistant to decay, such as tannins, 
alkaloids, terpenes, camphors, and others. Many of these are so finely 
dispersed throughout the plant, and now through the attritus, that they 
escape observation under the microscope. Many of these are probably 
absorbed by the coal matter itself (Figs. 10, 26 to 30).14 


SUMMARY 


In a study of coal, all evidence points to the fact that coals have 
been formed in a similar manner as have the peat beds of today; with 


14 For peenlemenc iustentione on origin an cae ihe ken is meiovied 
to the following articles by the author: Structure in Paleozoic Bituminous Coals. 
Bur. of Mines Bull. 117 (1920)—Compilation and Composition of Bituminous Coals. 
Jnl. Geol. (1920) 28, 185-209—Constitution of Coal Through a Microscope. Proc. 
Coal Min. Inst. Amer. (1919) 34-35—Recent Developments in Microscopic Study of 
Coal. Proc. Coal Min. Inst. Amer. (1920) 88-119. Reprinted in Coal Age (1920) 
18, 11838-1189, 1275-1279 and 19, 12-15—The Origin and Constitution of Coal. 
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that as a basis, the study of peat is essential. In turn, for the study of 
peat, considerable knowledge of the chemistry of plants and of decay 
is essential. 

The components and products of plants have been outlined, a brief 
review of the mechanism of decay given, ang the decay of wood reviewed. 

The purpose of this paper is to show that all the plant products went 
into the peat bog, but an elimination of certain components and a 
concentration of others took place through decay; that cellulose, although 
constituting the bulk of the plant body, did not contribute materially 
to the bog in verification of Fischer’s™ theory, and that many of the 
byproducts of coal distillation are recognized in the plant products of 
the living plant. 

The plant parts and plant products remaining at the close of the 
biochemical processes are distinctly recognizable; but little is known of 
the chemical composition of most of these. The ultimate analysis shows 
that during the biochemical processes, a relatively larger loss of oxygen 
than carbon took place, resulting in a relative increase in carbon and a 
relative loss in oxygen while the hydrogen content remained constant. 
This relative progressive change of the carbon and oxygen content 
began during the biochemical stages, and continued during the succes- 
sive changes into brown coal, lignite, subbituminous coal, bituminous 
coal, and anthracite. These changes are called coalification. 

All of the components of peat, definitely recognizable, may be traced 
clearly and definitely through the whole series of coals from brown coal 
to anthracite. 

The larger woody components of peat, when coalified, partake of a 
bright shiny appearance and have popularly been called bright coal. 
Such units being derived from wood are called anthraxylon. The smaller 
fragments of woody matter in peat, when coalified, also partake of a 
bright shiny appearance and are easily visible in the coals at close exam- 
ination or with a hand lens. These have the same origin and the same 
structure as the larger components and are called the smaller anthraxylon. 
The attritus of peat, on coalification, partakes of a dull appearance and 
gives rise to dull coal. 

Coal comprised of a mixture of the smaller anthraxylon and attritus 
constitutes a dull coal, the dull coal of popular usage. A number of 
smaller anthraxylon constituents when including but a relatively small 


Proc. Wyoming Hist. and Geol. Soc. (1924); also to the Origin of Coal, by White aoe 
Thiessen, with a chapter by Davis on formation of peat. Bur. of Mines Bull. 3 
(1914)—Miceroscopic Study of the Freeport Coal Bed, by Thiessen and Me 
Bull. 2, Carnegie Inst. Tech. (1922 —Correlation of Coal Beds in the semen 
Formation, by Thiessen and Staud. Bull. 9, Carnegie Inst. Tech. ee ed 
tion of Coal Beds in the Allegheny Formation, by Thiessen-and Wilson. Bull. 10, 


Carnegie Inst. Tech. (1924). 
15Franz Fischer und Hans Schrader: 
Kohle. 2d. ed. Verlag von M. Gerardif, Essen, 1922, 
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amount of attritus also comprises a bright coal. The terms “bright” 
coal and “dull” coal are merely relative terms. Anthraxylon and 
attritus, on the other hand, are definite terms. 


DISCUSSION 


Epwarp C. Jerrrey,* Cambridge, Mass.—Do I understand that the 
charcoal found in recent lacustrine deposits is due to bacterial action? 


RemnnARpDt THrpsseN.—Yes; secondarily because bacteria need 
oxygen, this deprives peat of its oxygen which then becomes a 
reducing agent. 


Epwarp C, JeFFREY.—How is it then that in a recent deposit of that 
kind there were charred and uncharred branches of trees intermingled 
with one another, all subject to the same influence under water cover? 
I find it difficult to understand that situation otherwise than as the result 
of charred. twigs and uncharred. 


REINHARDT THIESSEN.—I still have my troubles with that theory. 


Raueu H. Sweetser,f Columbus, Ohio.—This past year I examined 
“mother coal’’ in the No. 2 gas seam, in West Virginia, and in the No. 6 
and No. 7 coal seams in Kentucky. Ido not think there is any resemb- 
lance between the two. It was stated this morning that possibly the 
partings in coal came from volcanoes; is it not possible that the carbon 
itself might have been deposited in the same way on top of the coal seam? 


REINHARDT THIESSEN.—AII the charcoal that I have examined shows 
plant structure, even small fragments found in the thin sections. They 
are not what may be called amorphous carbon, such as is produced by 
natural gas when burned in contact with a cold surface. 


Davip Wuite,t Washington, D. C.—This hypothesis to account for 
fusain carries the idea of smothered decomposition. A difficulty lies in 
the occasionally great thinness and the great extent and the frequency 


of occurrence of the fusain partings. The same troubles attend Doctor 
Ashley’s explanation. 


REINHARDT Turessen.—Although we hear so much about putre- 
faction and different kinds of decay, there is only one kind. Bacterio- 
logists recognize, of course, anaerobic and aerobic decay, the difference 
being that aerobic decay can take place in free oxygen while in anaerobic 


decay the oxygen is not freely accessible; but as far as chemical decom- 


position is concerned the result is the same. There is also to be dis- 


* Professor of Botany, Harvard University. 
t Assistant to First Vice-president, American Rolling Mill Co. 
{Senior Geologist, U. S. Geological Survey. 
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tinguished between hydrolysis, splitting of the molecule into soluble 
compounds, and fermentation, in which the split products are further 
decomposed to furnish energy in the bacteria. Bacteria live on many 
insoluble substances. These they first split into soluble parts, which 
then diffuse into their bodies where they are gigested. 


Epwarp C. Jerrrey.—The author has shown the tops of peat 
bogs. Obviously he had in his mind what others have called the landing 
stage of a low moor, that is a moor that was originally water and later 
was covered by forests. Investigations of the United States Geological 
Survey (or the Bureau of Mines, I do not recall which) show that 90 
per cent. of the vegetable accumulations in the United States that have 
been investigated are laid down in open water. In other words, they 
are not of the nature that the author has described. Thomia has come 
to the same conclusion in Germany. 

The author has shown side by side on the same slide, dark resin and 
light colored resin. Of course the geological age would have a good deal 
to do with the interpretation made of the slide, but the capacity for pro- 
ducing and continuing resin internally was developed only lately. The 
earlier plants were not able to produce resin in their cells. Any occur- 
rence of resin, other than in Paleozoic forms inside cells, would be highly 
under suspicion. 

In one section shown. there were two remarkable things. One was 
the materials of resin inside the cells, which would be impossible; the 
other, that the resin, in the same proportion, was quite black in one case 
and light colored in the other. I have examined a great deal of amber 
from Mesozoic deposits and it is a very uniform substance and is always 
light colored. 

REINHARDT THIESSEN.—The black appearance on the screen of these 
resinous parts is not necessarily as dark in the section as it would appear; 
to bring them out color screens were used. 


Epwarp C. Jerrruy.—A great many of the things interpreted as 
resin were simply the uncollapsed tracheids. I have often seen them. 
They are individual tracheids that do not collapse. 

Retnuarpt TurEssen.—! do not believe that that is possible; I have 
gone into that matter thoroughly and I am convinced that those are 
actually resin inclusions. 

Epwarp C. Jurrrey.—All resin cells in Mesozoic wood are dark 
colored. 

Davin Wuitrr.—The paper emphasizes two or three outstanding 
points. One is the lack of initial differences between a peat of a given 
type and that of a lignite, subbituminous or bituminous coal, or anthra- 


cite of the same type. 
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The author shows splendid technique in bringing out the cell structure 
in material in which it has not so successfully been shown before. He 
leaves no escape from the fact that most coals have a great amount of 
wood in them and are laid down where a great amount of woody vege- 
tation grew, more or less of which decayed according to the conditions 
prevailing from time to time. Consequently, the deposit varies as to 
the concentration of resins and other decay-resistant materials. 


THE MICROSTRUCTURE OF COAL I L7/ 


The Microstructure of Coal 


By Cuarence A, Sryter* Swansea, WaLEs 


(New York Meeting, February ,1925) 


Tue technical difficulties of cutting thin sections of coal for examina- 
tion by transmitted light have hitherto restricted the investigation of 
the important subject of the microstructure of coal to the few possessed 
of the requisite skill and time. Apart from this, the method fails with 
anthracites and other coals rich in carbon, owing to the opacity of the 
material. Occasional use of the method of polishing a surface, with or 
without etching, has been made, but it was not until Winter! published 
an account of his results that attention was seriously directed to 
the method. 

In May, 1923, a specimen of dull anthracite came into my hands; 
I tried Winter’s method on it and the presence of megaspores and other 
vegetable structures became clearly visible. A preliminary notice was 
published by me;? but I soon abandoned the use of Schulze’s solution, 
having found that a mixture of chromic and sulfuric acids gave far 
better results. In the meantime Turner and Randall, in America, had 
independently developed the method of flame etching, as applied to 
anthracite, with great success. I have spent a year studying the method 
of chromic etching, which gives excellent results with bituminous coals 
and cannels, as well as with anthracite. For anthracites, I have used 
the chromic method and Turner’s method of flame etching, whichever 
was the more convenient or as a check one on the other. 

The polishing is done, according to metallurgical practice, by the use 
of a polishing machine and successively finer emery paper, followed by 
polishing on cloth moistened with a suspension of levigated green oxide 
of chromium, and a final rubbing on “‘selvyt” (a cotton velvet polishing 
cloth) moistened with alcohol. The polished sample is examined by 
reflected light with a 24 and 1 in. objective. Bituminous coals usu- 
ally show considerable structure, and even anthracites show it faintly in 
places. The sample is then etched by immersion in a boiling solution 
made by adding 10 c.c. of concentrated sulfuric acid to 30 c.c. of a satu- 
rated solution of chromic acid; enough water is then added to dissolve 


* Public Analyst. 
1 Fuel in Sci. & Prac. (1923) 2, 21 and 78. 
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any precipitated chromic acid. The solution is boiled until chromic acid 
begins to separate and the polished sample is then immersed in the liquid, 
which is kept boiling for a few minutes. The sample is then removed, 
cooled, washed, dried, and very slightly rubbed on selvyt moistened 
with aleohol. Anthracites require from three to five minutes, bituminous 
coals usually less than one minute. The etching can be carried out in 
successive stages. 

The method appears to offer several advantages over that of sec- 
tioning. It is applicable to all kinds of coal and is quick and easy. So 
far as my experience goes, it shows the presence of structure as well as 
the thinnest sections. Indeed, since very thin sections are difficult to 
prepare, whereas in the polished specimen one has a section of infinitesi- 
mal thickness, it is possible to use very high magnifications and to bring 
out details of structure that otherwise would escape us. 

The interpretation of the results, especially owing to the difference 
between transmitted and reflected light, requires experience. As 
Stopes and Wheeler*® have said, we must educate a new race of paleobot- 
anists trained to perceive in minute fragments of cells “a recognizable 
plant structure.’’ To this task of self education, my endeavors have 
been chiefly devoted, before entering on the systematic study of the 
Welsh coal field. Miss M. Evans, working under the direction of 
Doctor Wheeler, is applying the method to the Yorkshire coal field with 
very promising results. 

The chief aim of the investigation is the attempt to infer from the 
results observed: (1) The plant tissues from which the coal has originated 
or which have contributed to it. The chief tissues are distinguished by 
marked differences of chemical composition and resistance to decay. 
Thus in woody tissue one might expect the pectocelluloses (such as 
constitute the middle lamelle of cells) to decay rapidly, while the ligno- 
cellulose would persist longer. The cortex would probably behave some- 
what differently but the cutinized and suberized portions, such as spore 
exines, cuticle, and cork are richer in hydrogen and would probably 
resist decay longer and yield a different coal. We wish to know whether 
we can infer from the observed fragments, the tissues (xylem, cortex, 
cork, cuticle, or spore exines) that have contributed to the coal and trace 
their effect on the composition and characters of the coal; (2) the nature 
of the processes, biochemical or chemical, by which the plant cells have 
been reduced to their present condition. 

Why has the structure been preserved in certain cases and disappeared 
in others? Where contents are observed in the cells are these the original 
contents (resins, etc.) or were the walls thickened in life (sclerenchyma) 
or is the filling post mortem? How far are we dealing with the original 


* Monograph on the Constitution of Coal. London, OTS abien VE cranioner? 
Office. : 
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cell substances and their contents or to what extent, if any, is coal a 

“replacement phenomenon”’ as suggested by Hickling, and the structure 
pseudomorphic? Why are some cells “fusainized” and others not? 
These questions must be regarded, so far as British coals are concerned, as 
largely unsettled. 

My efforts, up to the present, have ae chiefly devoted to the 
interpretation of the structures found, that is to say, the problem of 
inferring from them the kind of cell or of tissue that they represent. 
I give here some examples of the way in which the cell, in general, may 
be degraded in Welsh coals. 


FRAGMENTED CELLS 


Cellular fragments of a characteristic shape and disposition are 
frequently found, chiefly in fusain lenticles, but also embedded in bright 
coal and passing into it; these are shown in Fig. 1. The fragments are 
bounded by ares, or bows, and the linear arrangement is sometimes, as in 
this case, well marked. Such fragments are familiar to the petrologist, 
and structure of this kind is called by Mugge’s term ‘‘bogen”’ structure, 
that is are structure. The structure is highly characteristic of com- 
minuted vesicular or cellular rocks, such as lava, tuffs of basalt, ete. 

The obvious interpretation is that the structure represents fractured 
secondary tissue, which might be either xylem or cortex. This interpre- 
tation has, however, been disputed, and the fragments called ‘algal 
cells,” so that it is important to be certain of the interpretation. The 
steps which prove that it really is fractured secondary tissue may be 
seen in the following illustrations. 

Fig. 2 shows bogen structure in anthracite. In Fig. 3, there is a 
similar ‘‘bogen”’ structure, with the peculiarity of one or two dots in 
nearly every fragment. The interpretation is given, by Fig. 4, from an 
adjoining portion of the same coal; this shows that the dots are the 
intercellular spaces left, as is common in certain plant tissues, at the 
angles where cells touch each other. Complete hexagonal cells may be 
seen amid the fragments. The same thing is shown in Fig. 5 from a 
different Welsh anthracite. In Fig. 2, close inspection will reveal faint 
lines extending from the angles of the fragments and meeting near the 
center. Prolonged etching, as in Fig 6, brings them out more clearly; 
Turner’s method also shows them. Their interpretation is made 
clear by Fig. 7, which is from a Scotch anthracite. Here the intercellular 
spaces are joined by dark lines, which clearly represent the middle 
lamell of the cells. That the cells were elongated is proved by Fig. 8, 
which shows them cut obliquely with the middle lamella quite distinct. 

That the cells were those of secondary tissue, either xylem (wood) or 
periderm (cork) is thus certain, but there is no evidence to prove which. 
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Periderm, in which the cells were disposed in lines, was well developed 
in most of the coal plants. In some cases of bogen structure, there is an 


Fig. 1—BoGEN STRUCTURE IN AN- Fic. 2.—BOGEN STRUCTURE IN ANTHRA- 
THRACITE; ETCHED WITH SCHULZE’S SOL- CITE}; CHROMIC ETCHED. X 400, 
UTION. XX 100. 


Fic. 3.—BOGEN STRUCTURE IN ANTHRA- Fic. 4.—CompiLEeTe CELLS 
CITE; CHROMIC ETCHED. 450. ' 


SHOWING 
INTERCELLULAR SPACES, SAME SAMPLE AS 
IN Fic. 3; CHROMIC ETCHED. X 450. 


indication of medullary rays, which would prove it to be wood. In 
others, this evidence (or that of pitted tracheids) is absent and it is 
possible that the persistent occurrence of well-marked intercellular 
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Spaces, as in Figs. 5 and 4, may indicate cortical tissue. This is a point 
that I hope to investigate further. 


Fic. 5.—BoGEN STRUCTURE AND COM- Fic. 6.—BoGEN STRUCTURE, SHOWING 
PLETE CELL IN WELSH ANTHRACITE; MIDDLE LAMELL#®; CHROMIC ETCHED. 
CHROMIC ETCHED. X 450. x 450. 


Fig. 7.—CELLS UNCOMPRESSED AND COM- Fic. 8.—ELONGATED BOGEN STRUC- 
PRESSED IN SCOTCH ANTHRACITE; FLAME TURE IN W ELSH ANTHRACITE; FLAME 
ETCHED. X 450. ETCHED. X 450. 


UNFRAGMENTED CELLS 


Bogen structure may be seen passing into coal in which the cells are 
unfractured, as in Fig. 9 (Welsh anthracite). In Fig. 10, the bogen 
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structure has given place to unfractured cells linearly disposed. In 
this case, the lumens of the cells are greatly reduced. Whether this 


Tic. 9.—PASSAGE FROM FRACTURED TO Fic. 10.— UNFRACTURED CELLS IN WELSH 
UNFRACTURED CELLS IN WELSH ANTHRA- ANTHRACITE} CHROMIC ETCHED. XX 450. 
CITE; CHROMIC ETCHED. XX 450. 


Fie. 11.—CELLS SHOWING INTERCELLU- Fic. 12.—CoMPLETE CELLS IN WELSH 


LAR SPACES AND MIDDLE LAMELLA IN ANTHRACITE; FLAME ETCHED. > 450. 
SCOTCH ANTHRACITE; FLAME ETCHED, 
x 450. 


represents a fragment of sclerenchyma in which the walls were so thick- 
ened as to reduce the lumens to mere points, or whether the cells have 
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been filled post mortem by a colloidal substance which became bright 
coal, is an important but unsettled point. In this case, there are no 


Fie. 13—WELSH ANTHRACITE; FLAME Fic. 14.—WELSH ANTHRACITE; FLAME 
ETCHED. XX 450. ETCHED. XX 450. 


Fia. 15.—MspuLbLaARy RAYS AND WOODY Fig. 16.—Woopy TISSUE AND MEDUL- 
TISSUE IN CROSS-SECTION FROM FOSSIL LARY RAYS IN CROSS-SECTION OF FOSSIL 
STEM; CHROMIC ETCHED. X 100. STEM; CHROMIC BTCHED. XX 450. 


middle lamella to be seen, nor did flame etching reveal them. It looks 
as though the middle lamelle had early decayed. When they were 
filled by a dark matrix, they are easily seen on etching and may be 
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the most persistent feature in the survival of the cell. In other cases, 
they have been filled with bright coal or compressed in a plastic state 
and vanished. . 
The same applies to the lumens. Where they have been filled with 
a dark matrix they survive. When fractured, the juxtaposition of the 
ares of the fragments form highly characteristic figures, consisting of 
alternate lenticular spaces joined by curved lines. Such spaces may be 
seen in Figs. 5 and 9. They often occur in a mass of structureless coal 
and may be the only survival of structure, but they may be sufficient to 
show, that we are dealing with what was once secondary xylem or cortex. 


Fia. 17.—Woopy TISSUE IN LONGITUDI- Fig. 18.—SPORES IN CROSS-SECTION 
NAL SECTION OF FOSSIL STEM, SHOWING OF WELSH ANTHRACITE (DULL COAL); 


TRACHBIDS WITH BORDERED PITS; CHROMIC ETCHED WITH SCHULZE’S SOLUTION. 50. 
ETCHED. XX 450. 


In other cases, the lumen may disappear, either by compression or 
filling with a bright coal-matrix, and the middle lamelle alone survive as 
dark lines. If intercellular spaces are present they may survive as 
dots, or we may have a series of lines and dots; this may be observed in 
Figs. 7 and 11. The compression has closed the lumens and reduced 
them to faint lines, while the middle lamelle and intercellular spaces 
remain as parallel lines with dots at regular intervals. 

Occasionally the cell structure is extremely well preserved, as in Fig. 
12. The cell walls may be seen on close inspection to be perforated, and 
I think we have here an oblique section of scalariform tracheids. 

From the question of the survival of cells in general, we pass to the 
question of the identification of tissues. Of these the most important 
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is woody tissue. To identify this we have to rely on three characteris- 
tics: (1) the occurrence of pitted tracheids, (2) the presence of medullary 
rays running at right angles to the tracheids and often containing resin, 
and (3) the presence of wood parenchyma or cells resembling the rays 
in form and contents, but parallel to the tragheids. 

The pitted cells may sometimes be observed in anthracite ; Fig. 13 is 
an example, in Fig. 14 we have the remains of scalariform pits. The 
medullary rays are often hard to trace, but they seem to survive in some 
cases as lines, often showing bogen structure. 

A very instructive specimen was given me by Doctor Wheeler last 
July, which we propose jointly to investigate chemically as well as micro- 
scopically. It consists of a fossil stem in which the pith has been replaced 
by shale or stone, around which there is a layer of bright bituminous coal 
over an inch in thickness. Fig. 15 shows the appearance of a transverse 
section under a low magnification. The medullary rays are seen as 
dark lines thrown into waves in some places by compression. A part of 
the same section magnified 450 diameters is shown in Fig. 16. Note the 
characteristic “‘are and lenticule”’ spaces left by the displaced fragments 
of the large cells of the medullary rays. <A longitudinal section, magnified 
450 diameters, is shown in Fig. 17. In this, the long tracheids are seen 
with what, I think, are clearly ‘‘bordered pits,’’ such as are found in 
coniferous wood. The large cells of the rays are cut transversely. 

The characteristics of cortical tissue are not so clearly made out, but 
cortex can certainly give rise to bright coal. I have some flattened 
stems of sigillaria and lepidodendron with a very thin bright coaly layer 
marked by the leaf bases and scars. I have succeeded in polishing and 
etching these and showing the cellular structure in places. The cells 
have large intercellular spaces and middle lamelle, but are not filled witha 
dark matrix, and are difficult to photograph. So in anthracite showing 
marks of the bark of lepidodendron I have observed nearly complete 
cells, with lumens and intercellular spaces joined by middle lamelle. 
The further investigation, it is hoped, will throw light on the characters 
of bright coal formed from cortical tissues and not from wood. 

A word may be said concerning the dull coal. It contains com- 
minuted fragments of all sorts of tissue. Spore exines are frequently 
but not always present. Megaspores in anthracite are shown in Fig. 18. 
Dull coal, however, appears to exist in very small quantity in Welsh 
anthracite. When it occurs, it is often called ‘‘anthracite cannel” or 
pitch-like coal, but it resembles cannel only in appearance. If Thiessen 
is correct in attributing bright coal to larger fragments of wood (or 
perhaps one should say if this should be true of British coals) it has 
evidently an important bearing on the origin of anthracite. I have 
forborne ‘to discuss this question or indeed to attempt to make any 
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generalizations until more data have been accumulated by the systematic 
examination of the British coal fields. I have made a beginning of such a 
study of the Welsh coal fields, but an enormous amount of work remains 
to be done. The method of etching by reagents, however, has, I think, 
established itself as a powerful instrument for the microscopic investiga- 
tion of coal. 


MICROSCOPICAL STRUCTURE OF ANTHRACITE WET, 


Microscopical Structure of Anthracite 


By Homer G. Turner,* Beratenem, Pa. 


(New York Meeting, February, 1925) 


Coats, other than anthracite, have been so thoroughly studied under 
the microscope during recent years, that we now know what kinds of 
plants and what parts of plants form the bulk of lower rank coals from 
peat to bituminous coal. The microscope has also shown the state of 
preservation of such vegetation as well as the nature and distribution 
of products of plant decay. These and further details have been ascer- 
tained mainly through the employment of two methods of attack, 
section cutting and maceration. 

Anthracite has failed to respond to these methods, so well adapted 
to the study of lower rank coals and, therefore, has been neglected by 
investigators to such an extent that there is much doubt as to its micro- 
scopical characteristics. The object of this paper is to lift anthracite 
from its realm of obscurity by demonstrating the wealth of microscopical 
detail that is revealed when reflected light is used on a properly polished 
and etched surface and, further, to show the relationship between anthra- 


cite and bituminous coal. 
TECHNIQUE 


The method adopted in this investigation is similar to that described 
in an earlier paper.t_ Because of slight modifications recently made, the 
process is again described. It consists, briefly, of etching a polished 
surface of coal with heat. Although pieces of various sizes and shapes are 
used, blocks of coal about 2 or 3 cm. square take the most uniform polish 
and are large enough to be handled with ease. Larger pieces can be used 
if one has the equipment for polishing them and they may be desirable 
when one wishes to study some particular form that extends for some 
distance through the coal. Large surfaces, however, require greater care 
in polishing and etching; for this reason, they are not recommended for 


ordinary work. kee ee 


* Assistant Professor of Geology, Lehigh University. , 
1H. G. Turner and H. R. Randall: A Preliminary Report on the Microscopy of 


Anthracite Coal. Jnl. of Geol. (1923) 31, 306. 
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Small blocks are cut from the coal by means of an ordinary hacksaw. 
Two surfaces, one parallel to the bedding and one at right angles to it, are 
ground to planes. All sharp edges are beveled slightly to prevent pieces 
from breaking off and scratching during the subsequent smoothing. 
These plane surfaces are then polished to remove saw marks and scratches. 

The methods commonly used in polishing metals may be employed. 
The object is to obtain a scratchless surface with the minimum of time 
and effort. The method that yields best results consists of first grinding 
on a revolving iron lap with medium-sized carborundum powder and 
water; next grinding by hand on plate glass, using a paste of flour alundum 
and water; and then polishing by rubbing upon a piece of fine canvas or 
similar cloth stretched on a flat block, using again a paste of flour alun- 
dum and water. The final buffing is done by rubbing the washed and 
dried specimen on broadcloth with diamantine, or on wet broadcloth 
with magnesium oxide. All rubbing is done in a circular path, with the 
exception of the final few motions at each stage; these should be in one 
direction so one can tell when all the scratches produced by one rubbing 
are removed by the next. The polished surface thus produced may not 
be free from scratches, but these will not be objectionable if the final 
buffing has been done in one direction so that the scratches are easily 
recognized by their position. On laminated surfaces, the final polishing 
and buffing should be across the layers and not parallel to them. 

The specimen is placed in a drying oven over a Bunsen burner and 
heated from room temperature to about 220° C., to remove moisture and 
to obviate splitting of the surface as the result of sudden heating during 
the etching process. After this temperature has been maintained for 
about an hour, the specimen is removed with warm forceps and the 
polished surface immediately brought to a red heat by applying the oxidiz- 
ing blowpipe flame at right angles to the face. A differential oxidation 
is thus produced, which reveals the structure without destroying 
the polish. 

Different coals and different layers in the same coal may etch at differ- 
ent rates, making it necessary at times to warm and etch repeatedly to 
bring out the greatest detail. If the coal splits badly when being etched, 
it must be immersed in clean dry sand with only the polished surface 
exposed, heated to about 300° C., and etched in place using a blast lamp. 

The etched coal is studied with the metallographic microscope, using 
vertical illumination from a carbon are. A good working objective is 
one giving a magnification of from 150 to 200 diameters. 


BANDING oF CoaAL 


All ordinary anthracite, on close examination, is found to be more or 
less laminated and composed of layers differing from one another in color, 
luster, texture, mode of fracture, and thickness; Fig. 1. In general, 
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brilliant jet-black layers alternate with bright black or gray bands, in 
which are embedded thin sheets of dull material resembling charcoal. 
The brilliant layers consist of lenticular masses embedded in the bright 
gray to black coal. They vary in thickness from a few microns to a 
centimeter or more, and correspond to the layers in bituminous coal that 


Fig. 1.—JoINnT FACE OF ANTHRACITE, OF PENNSYLVANIA AGE, Be Nee ee 
CITE REGIONS OF PENNSYLVANIA. LUMP SHOWS SEVERAL FLATTENED JETLIKE eee 
APPEARING ON FACE OF COAL AS BRILLIANT BLACK BANDS; THESE BRILLIANT ee 
a, AS WELL AS DULLER PORTIONS b, IN WHICH CAN BE SEEN FINE LAMINATIONS, ARE II 
ENTIRE AGREEMENT WITH ORDINARY BITUMINOUS COAL. NATURAL SIZE. 


have been called, by ‘various authors, “bright coal,” “glanz,” a 
“anthraxylon.’”’ The bright bands are thicker than the brilliant eee 
ones, although, on close inspection, they are shown to contain many : ne 
sheets of the brilliant black coal and thin sheets of dull material. eee 
bright bands correspond to the layers in bituminous coal that have been 
termed ‘dull coal,” “mat,” and “‘attritus,” 


yOu. LXxI.—9 
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The brilliant layers are more compact than the duller ones and possess 
a more perfect conchoidal fracture. Where they are thick, the broken 
surface often shows rounded or oval fracture forms. Some varieties of 
anthracite appear, at first glance, to be composed wholly of the brilliant 
coal, revealing their various lamine: only on careful examination. Other 


Vic, 2,—l’RAGMENT OF WOOD EMBEDDED IN GRANULAR MASS OF DEBRIS COMPOSED 
OF MUD, MACERATED PLANT MATTER, AND FRAGMENTS OF MANY KINDS OF PLANT 
MATERIAL, HIGHLY COMPRESSED CONDITION OF THE WOOD IS SHOWN; SHARP CRACK 
ACROSS WOOD SHOWS ERITTLE CONDITION OBTAINED BEFORE HARDENING OF DEBRIS 


WHICH FILLS THE CRACK. FRom Brp No. 5, Cameron Coturmry, SHAMOKIN, Pa. 
x 140. 


varieties seem to be composed largely of the bright material, in which 

are embedded only occasional lenses of brilliant coal. 
Mineral charcoal is abundant in almost all anthracite. Cleaving coal 

parallel to the banding exposes charcoal-ecovered surfaces in every speci- 


men that shows distinct lamination. In fact, it is almost impossible to 
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find & square inch of laminated coal that does not show charcoal either 
In thin sheets or lenses. On the other hand, the varieties that < oorl 

laminated and almost uniform in luster contain little Rees The 
absence of distinct lamination is no doubt due, in part, a te ne 


Fig. 3.—WIDE PIECE OF WOOD SHOWING, IN ONE PORTION @, FLATTENING TO SUCH 
AN PXTENT THAT THE WOOD STRUCTURE IS ALMOST OBLITERATED, WHILE PRESERVING 
WOOD STRUCTURE IN ANOTHER PORTION b, ALTHOUGH THE FIBERS HERE ARE HIGHLY 
COMPRESSED. FROM LOWER PART OF Bep No. 5, CAMBpRON CoLiipRy, SHAMOKIN, 


BA XGL40! 
of dull charcoal. In addition to the thin sheets of charcoal so commonly 
found in the bedding planes, one finds occasional charcoal lenses several 
inches in thickness, composed of crisscrossing chips 2 cm. or more in 
length and 1 em. in width. Detached chips of these dimensions are also 
encountered with the coal bands warping around them. 

The above megascopic description of anthracite, aside from the luster 
which is on the whole much brighter, applies equally well to bituminous 
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coal. In fact, it would be difficult to distinguish between anthracite from 
Pennsylvania and bituminous coal from Illinois were it not for the 


difference in luster. 
The bright layers in bituminous coal have been shown, by the micro- 
scope, to consist of wood fragments of various kinds in varying states of 


Pra AY Ved _apnamn ~ = 

Fig. 4.—Cross-SECTION OF WOOD APPEARING AS A BRILLIANT BAND IN THE COAL; 
WALLS OF WOOD FIBERS HAVE BEEN FOLDED AND COLLAPSED ALTHOUGH NOT GREATLY 
FRACTURED, WHOLE SECTION APPEARS BRILLIANT UNDER MICROSCOPE SHOWING NO 


BLACK DULL MATTER, SUCH AS IS SEEN IN Fie. 5. FROM LOWER PART OF BED No. 5 
Camron Counimry, SHAMoKIN, Pa. XX 140. 


preservation. The duller layers of bituminous coal are likewise shown 
to consist of a mass of finely macerated plant matter containing many 
kinds of tissues, plant cells, fibers, cuticles, resinous matter, pollen grains, 
spores, and mineral matter. In this mass of debris are also found small 
bright lenses of woody matter with sheets and chips of dull mineral char- 
coal. To show the true relationship between anthracite and bituminous 
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Fia. 5.—CRoss-SECTION OF WOOD SHOWING FRACTURED, SOMEWHAT BENT, AND 
TELESCOPED CELLS WITH SOME BLACK LUSTERLESS MATERIAL AROUND CELL FRAG- 
MENTS; BRITTLENESS AND PRESENCE OF DULL BLACK MATERIAL SUGGESTS CRUSHED 
CHARCOAL, ALTHOUGH AS IN Fia. 2, THE BRILLIANT WOODY FRAGMENTS HAVE BECOME 
BRITTLE BEFORE WHOLE COAL MASS WAS HARDENED}; MANY FRAGMENTS OF THIS NATURE 
ARE FOUND IN ANTHRACITE. FROM CAMERON COLLIERY, SHAMOKIN, Pa. X 235. 


Fic. 6.—SoMEWHAT OBLIQUE CROSS-SECTION OF WOOD FROM A SMALL uae 
BRILLIANT COAL; CELLS ARE SO WELL PRESERVED AND SO LITTLE Pees ae 
SUGGESTS CARBONIZED WOOD MADE DENSE BY AN INFILTRATION oO Aceh e 
PRODUCT soLUTIONS. FRoM FORGE SPLIT OF THE MaMMoTH BED, NANTI ‘ 7 


X 235. 
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coal, it is necessary, therefore, to reveal the microscopical characteristics 
of those components of anthracite that are so obviously duplicated 
megascopically in bituminous coal. 


BRILLIANT Layprs, or ‘ ANTHRAXYLON ” 


The brilliant layers of anthracite, when examined under the micro- 
scope, are found to be derived from pieces of wood, such as limbs, stems, 


Fig. 7.—Parr or Fra. 6 SHOWING GREAT DETAIL REVEALED BY METHOD OF TREAT- 
MENT DESCRIBED IN THIS PAPER, NOTE THE DELICATE DUMBBELL-SHAPED MEMBRANE 


WITHIN CELLS AND ELLIPTIC MARKINGS SURROU ‘ 
ji ss NDING SMALL KNOTS 
WALLS. 1000. . cs pega 


twigs, and roots. Wood structure has been preserved in many of them 
although it is absolutely lacking in the majority. The cells range from 
almost perfect forms to forms that have been greatly flattened. Most 
of the bands seem to have been greatly compressed, In Fig. 2 is shown 
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Fia. 8.—A SECTION CROSSWISE TO BEDDING SHOWING PLICATED BUT LITTLE FLAT- 
TENED WOOD FIBER; THIS AGAIN MAY REPRESENT DENSIFTED CHARCOAL. From Prim- 
ROSE BED, WILLIAM PENN CoLurerRY, Pa. X 235. 


Fig. 9.—SECTION SHOWS WOOD FIBER MUCH CONTORTED OR POSSIBLY SCALARIFORM 


MATERIAL; PERFECT PRESERVATION SHOWN AGAIN SUGGESTS HARD CARBONIZED MATH 
RIAL. FROM PRIMROSE BED, WILLIAM Penn Covtiery, Pa. X 235. 
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a typical brilliant band, greatly compressed yet showing distinct wood 
texture. A break in the strip shows that this piece of wood became 
brittle before the ground mass in which it was embedded. Fig. 3 is a 
broad. brilliant band that shows the transition from well-defined wood 
texture to almost structureless material. This photograph is of partic- 


I'ta. 10.—A LARGE, WRINKLED SPORE EXINE FOUND IN DULLER LAYERS OF ANTHRACITE 
FROM PENNSYLVANIA. X 235. 


ular importance for it shows that the woody matter may be so flattened 
that it appears homogeneous. Most of the structureless bands will 
show wood grain on their sides or ends if examined throughout their 
length and width. It seems logical, therefore, to assume that the bril- 
lant bands which are absolutely structureless are the result of extreme 
compression. Such structureless bands are not uncommon in certain 
English bituminous coals, where they have been named “vitrain.” Fig. 
4 shows a condition sometimes met, where the cells have been crushed 
and folded, Figs, 2 to 4, then, show the usual appearance of the brilli ant 
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bands, making clear also why some of the bands. seem structureless 
because of great compression. 

The brilliant bands in Figs. 6 to 9 show such perfect structure that 
they suggest pieces of wood which were not as plastic as the average. 
These fragments may represent partly caybonized wood or carbonized 


Fig. 11.—LARGE SPORE EXINES FROM DULLER LAYERS OF COAL; MARKINGS oetee 
SPORES ARE PROBABLY LINES OF DEHISCENCE. FOUND IN PENNSYLVANIA ANTH z. 


x 300. 
wood that has been thoroughly impregnated with the putrification- 


product solutions during subsequent immersion in the bog. 
As in bituminous coal, the woody matter forms the largest part of the 


deposit. Aside from the pronounced woody lenses mentioned, small 

chips, single cells, small groups of cells, and other woody products are 
5] ? : : 

found in the mass of debris designated here as bright coal. 


”) 
Brigut Coal, or ‘ATTRITUS 


This material is a complex granular ground mass, composed a 5 
great number of constituents derived from various parts of plants 
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together with mineral grains and substance with the appearance of mud. 
Some of the easily recognized things embedded in this ground mass are 
spores, megaspores, cuticles, former resinous matter, pith, plant fibers, 
plant cells and parts of cells, finely macerated woody matter, and mineral 
grains; Figs. 10, 11, and 12 show the types of megaspores observed. A 


Fie. 12.—Vinw OF THE GROUND MASS SHOWING @ STRIPS OF BRILLIANT STRUCTURE- 
LESS WOOD, 6 LARGE SPORE EXINE, C FORMER RESIN BODY, AND SMALL FRAGMENTS OF 


FLANT DEBRIS INCLUDING MICROSPORES. FRom Brp No. 5, CAMERON CoLumry, 
SHAMOKIN, Pa. »& 140, 


macerated fragment of wood containing round res'n bodies is shown in 
Fig. 13. In Fig. 14 ig shown a longitudinal section of the primary wood 
of a lepidodendrid surrounded by plant fragments of various kinds. Fig. 
17 shows carbonized groups of vascular bundles surrounded by cuticles 
and strips of wood showing good cell structure, although greatly flattened. 
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All these forms, and many others too small to show in the photographs, 
but clearly visible under the microscope, have their counterparts in the - 
corresponding bands of bituminous coal. 


DuULu LAYERS—Carponizpp MATTER 


The carbonized matter of coal has been called “charcoal,”’ ‘‘mother of 
coal,” and ‘‘fusain.” That there -is f# great amount in anthracite is 


Fe ISSWISE 1 {G}; THIS SECTION THROUGH THE DULLER 

Fic, 13.—SECTION CROSSWISE TO BEDDING; THIS SECTION THROUGE a a 

LAYERS SHOWS A SOMEWHAT MACERATED WOOD FRAGMENT CONTAINING R a Dy ee 
WHICH ARE PROBABLY VESSELS FORMERLY FILLED WITH RESIN OR GUM. ROM I 


J eae 
ROSE BED, WILLIAM PENN CoLuipRy, Pa. X 235. 


indicated by the foregoing megascopic description. This tae 
varies in hardness and texture and, possibly, in composition. 3 Most 
of it shows good plant structure, being structureless in tae baegs ieee 
Figs. 18 and 19 represent cross-sections of large ita ck a a 
that, to the unaided eye, look like fragments of ordinary ae a ae 
piece (Fig. 18) is ‘so soft that it crumbles readily in the fingers; the 
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thin walls of the perfect cells show the reason for this behavior. 
The other piece (Fig. 19) is so hard that it can just be scratched with the 
finger nail. The reason for this superior hardness is shown in the much 
thicker cell walls and component bright bands of hard coal material. In 
both of these fragments the cells are devoid of filling. Fragments of 
other charcoal-like material were isolated and found to be too hard to be 
scratched with the nail. Under the microscope, these hard fragments 


Fia. 14.—A smcrioN THROUGH THE DULLER LAYERS SHOWING A LONGITUDINAL 
SECTION OF PRIMARY WOOD OF A LEPIDODENDRID @; NOTE DELICATE SCALARIFORM 
STRUCTURE. From Brp No. 5, Cameron Couuipry, SHAMOKIN, Pa. X 140. 


show crushed and fractured cells, as illustrated in Fig. 5. It is suggested 
that this particular material represents carbonized wood which had been 
densified by infiltration of products of vegetal decay and further hardened 
by compression. It can be seen that in the bright coal (Fig. 4) the cells 
are warped and crushed, while in Fig. 5 they are crushed and fractured. 
In the duller portions of the coal, carbonized fragments are also found 
having perfect cell structure, with the cells filled with dull structureless 
material; these are represented by Figs. 20 and 21. 

The charcoal-like materials are similar in that they show almost 
perfect structures. This would suggest that they escaped the jelly stage 
of the other materials in the bog. Difference in thickness of cell walls 
and of cell filling may indicate differences either in stages of carboniza- 


tion or oxidation before burial, or in original composition, or in behavior 
after burial, 
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It is evident, from the foregoing, that anthracite responds readily to 
the method of treatment herein described. ' The photographs show that 
very delicate microscopical details are made clearly visible. It has been 
shown further that anthracite is composed of the same kinds of organisms 


Fig. 15.—STRIPS OF BRILLIANT STRUCTURELESS WOOD a, FLATTENED CELLS J, 
WARPED AND FRACTURED CELLS ¢, AND FIBERS OF PRIMARY WOOD OF A LEPIDODENDRID d. 
From Bep No. 5, CAMERON COLLIERY, SHAMOKIN, Pa. 


and materials found in bituminous coal; that these organisms and their 
parts are in the same proportions as they are in bituminous coal; and also 
that these organisms are in a similar state of preservation, except for the 
ereater abundance of structureless bands produced by intense flattening 


of wood components, 
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DISCUSSION 


E. 8. Moorn,* Toronto, Ont.—These papers should end the diffi- 
culties some people have in accepting the opinions of most geologists 
that there is really no difference between bituminous coal and anthracite 
in nature of deposition and physical constitution. The suggestion that 


Fic. 16.—ROBABLY A TRANSVERSE VIEW OF PRIMARY WOODY TISSUES OF A SPECIES 
OF LEPIDODENDRON SHOWING SCALARIFORM STRUCTURE; NOTE UNUSUALLY THICK CELL 
WALLS, GIVING THE APPEARANCE OF FRUIT STONE STRUCTURE. FROM PENNSYLVANIA 
ANTHRACITE. 


the anthracite of Wales is different from that of America seems to indi- 
cate that some of the Welsh scientists are loath to give up the idea that the 
origin of the Welsh anthracite cannot be explained, as we explain it in 
America, by influence of pressure. I would like to ask if the author has 
found any marked difference in the spore content, so far as his studies 
have gone between the Pennsylvania anthracite and the Pennsylvania 


* Drofadca > of } 1 1 Ini ] 
Professor of Economic Geology, University of Toronto. 
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bituminous coal, and also whether in the attempt to apply this micro- 
scopical study in the correlation of the anthracite seams, his efforts have 
met with much practical success. 


a C.. JEFFREY, Cambridge,* Mass.—There is a distinctive 
value in having more than one method of studying anthracite. Etching 

: . . . . ; : a 
whether effected by chemicals or by flame, is a much more rapid method 


Fig. 17.—VASCULAR BUNDLES @ SURROUNDED BY LEAF CUTICLE 6 WITH COMPRESSED 
WOODY FRAGMENTS C BORDERING THE WHOLE.. SPECIMEN FROM FORGE SPLIT OF 
MAMMOTH BED, NAnTICOKE, Pa. X 100. 


for getting results, but the thin sections will give a clearer idea of the 
organization of anthracite. 

RetnHARDT THIESSEN,{ Pittsburgh, Pa.—Doctor Seyler has proved 
The idea has been formed that it is very 


that beyond any doubt. 
This is not so difficult; we have made 


difficult to make thin sections. 
as many as eighteen thin sections in a day and if you can make eighteen 


* Professor of Botany, Harvard University. 
+ Research Chemist, Bureau of Mines. 
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surfaces by his method, you are doing pretty well. It has also been said 
that it is impossible to make a thin section of brown coals; recently I have 
made several dozen thin sections of brown coals. 


H. J. Ross, Pittsburgh, Pa.—It is very easy to find mother-of-coal 
structure in metallurgical coke; a single cut section may show ten or 
twenty fragments. 


Fria. 18.—lsoLATED FRAGMENTS OF FRIABLE CHARCOAL SHOWING SIMPLE AND 
PERFECT CELL STRUCTURE; CELL WALLS ARE THIN AND CELLS EMPTY. FRAGMENT WAS 
SO FRAGILE THAT IT HAD TO BE BOILED IN BALSAM AND XYLOL BEFORE POLISHING IN 
REGULAR WAY; ETCHING WAS NOT NECESSARY TO BRING OUT STRUCTURE SHOWN. 
CoMPARE witH Fic. 19. FROM THICK LENS IN MAMMOTH BED STRIPPING NEAR M7, 
Cirmmn, PA xX 120) 


James I. Kemp,- New York, N. Y.—About ninety years ago, a 
Professor Bailey, of the Military Academy at West Point, when sitting 
before his grate fire, noted that a thin film of ash revealed traces of 
plant structure. 


Davin Wuitr, Washington, D. C-——The methods of sectioning car- 
bonized vegetable debris for microscopical study, brought to such perfec- 
tion by Doctors Jeffrey and Thiessen, open the way to the investigation 
of the morphology of a wealth of carbonized or coalified plant remains 
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previously baffling the student. They should lead to great discoveries 
in the mutual relations and evolution of the plants of all periods. The 
revelation in microscopical detail of the morphological secrets of the 
anthracites is now made possible through the modes of treatment. 
developed by Seyler, Turner, and others. ' 


CLARENCE A. SnyLer, Swansea, Wales (written discussion).—A 
comparison of the results obtained by the author for American anthra- 
cites with those obtained by me for Welsh anthracites (partly by his 


Fia 19.—IsoLaATED FRAGMENT OF CHARCOAL SHOWING ALMOST ILS aK CELL 
STRUCTURE WITH THICKER CELL WALLS THAN SHOWN IN Fa. 18. Pris tees bees 
HARD ENOUGH TO TAKE A GOOD POLISH WITHOUT BOILING IN BALSAM MIXTURE, CE Lug 
ARE EMPTY AND STRENGTHENED HERE AND THERE BY BANDS OF BREAN emma 
LESS COAL @; NO ETCHING WAS APPLIED TO THIS SPECIMEN. From CAMERON COLLIER 


SHamoxin, Pa. X 140. 


method and partly by that of etching with chromic acid) shows a close 
similarity between them. Figs. 4, 5, and 9 show fragmented cells ( bogen 
structure’’) similar to those illustrated in my Figs. 1 to 6, and his as 
pretation of them as fragmented woody tissues agrees with mine.” 


2The Microstructure of Coal; see p. 117. 


VOL. Lxx1.—10 
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Figs. 6 and 7 show what the author describes as “delicate dumbbell- 
shaped membranes within the cells and elliptic markings surrounding 
small knots along the cell walls.””, Comparison with my Figs. 11 and 12 
will show, I think, that the elliptic markings are the intercellular spaces 
and the knots deposits of pyrites or other extraneous matter within them. 


Tig. 20.—CarsonizEp WOOD SHOWING ORIGINAL CELL LAMINA. VEMARK ABLE 
PRESERVATION MAY BE DUE, IN PART, TO SILICEOUS FILLING SHOWN BY GRAY ARBAS 
WITHIN CELL WALLS, ALTHOUGH SOMBP CELLS ARE FILLED WITH BLACK, LUSTERLESS 
CARBONACEOUS MATERIAL}; NOTE DELICATE INTERCELLULAR SPACES.. From ForGr 
SPLIT OF MAMMOTH BED, NANTICOKE, Pa. 


The double perforated lines joining the intercellular Spaces are the outlines 
of the middle lamellae, as in my Fig. 12. -The dumbbell-shaped spaces 
are the remains of the lumens, Squeezed in the center, the cell walls being 
either very thick or partly filled with a gelatinized matrix, which has 


subsequently become bright coal, Fig. 21 may be compared with 
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my Figs. 7 and 11. The middle lamellae, and intercellular spaces of the 
uncompressed cells are clearly visible. Supplementary photographs 
will be found in another publication.’ While I was in Pittsburgh,*Doctor 
Thiessen gave me some photographs of a German brown coal. The 
resemblance in every detail to Fig. 11 in the article just above cited, is 
marvellous. . 


Fic. 21.—CELtLs OF XYLEM OR PHLOEM OF A VASCULAR BUNDLE; THIS IS A SECTION 
THROUGH A DULL CARBONIZED KNOT. SOME CELLS ARE PARTLY FILLED WITH SMALL 
GRAINS OF PYRITE, WHICH DO NOT SHOW IN PHOTOGRAPH. BLACK CENTERS ARE DULL 
CARBONACEOUS MATERIAL. F Rom ForGeE spit or MAMMOTH BED, NANTICOKE, Pa. 


x 235. 

I take this opportunity of acknowledging cordially the great kindness 
of Doctor Thiessen and all the American coal experts whom I met during 
my recent visit to the United States and to express on behalf of myself 
and British colleagues, our pleasure at the opportunity afforded us, by 
the Institute, of exchanging ideas. 

A. C. Not, Chicago, Ill. (written discussion).—Some time ago, the 
microscopical structure of bituminous coal was thoroughly investigated 


3 Clarence A. Seyler: The Microstructure of Coal. Fuel in Sci. & Prac. (1925) 


4, 56. 
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by Doctor Thiessen. Today, we are presented with a most interesting 
study of anthracite and it is to be hoped that somebody with equal 
ability will soon take up the microscopic examination of lignite. 

There are a few excellent publications on the microscopy of coal that 
should be brought to the attention of mining engineers.* * ° 

The article by Booth* shows how the microscopic study of coal pays 
from a commercial point of view. The author divides coal into three 
classes, all of which can be quickly determined with the microscope. 
They are: coals of a woody tissue, which swell considerably on heating 
and form a very porous coke; coals with a predominance of spore coats 
and microspores which are practically non-coking; and the non-coking 
long-flame cannel coals. During the War, new sources of coal in Great 
Britain had to be tapped and coals were accepted or rejected on micro- 
scopical evidence alone; little or no chemical analysis and no large-scale 
tests were run. This was a great saving of time to the laboratory staffs. 
Jeffrey’ has written for the general public that is interested in coal—its 
origin and its many other aspects. The book contains also much valuable 
information for the geologist and botanist. It is generously illustrated 
and can be considered the best popular treatment of the subject in the 
English language. Potonié’s book,® written in German, discusses the 
structure composition and origin of coal for geologists and is the most 
exhaustive up-to-date handbook on coal petrography. 

Professor Turner is the first author who has specialized on anthracite. 


4A. L. Booth: The Microstructure of Coal from an Industrial Standpoint. Jnl. 
Royal Microscopic Society of England (June, 1911). 

5H. C. Jeffrey: Coal and Civilization. 

5 Robert Potonié: Petrography of Coal. Berlin, 1924. 
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Coal in Relation to ‘ole 


By Epwarp C, JEFFREY,*,CAMBRIDGE, Mass. 
(New York Meeting, February, 1925) 


THE use of coke in metallurgy, to any important degree, dates from 
the middle of the 18th century. Its utilization came most opportunely 
for European civilization. The forests of Europe, except in the most 
remote and inaccessible regions, had been largely fed, in the form of 
charcoal, into the smelting furnaces. For a hundred years—the middle 
of the 17th to the middle of the 18th century—there was a stationary 
condition of population corresponding to the exhaustion of European 
forests. This situation, which was particularly evident in Great Britain, 
was due to the fact that the forests had been depleted and the practical 
utilization of coke had not begun. 

The coking industry is essential for our metallurgical industries, 
which in turn are basal to healthy economic progress. But coke is of 
great importance, not only on its own account, but for its byproducts, 
which enter fundamentally into all the arts of peace and war. The 
dyestuff industry and the manufacture of explosives are intimately 
connected with one another, as was shown by the recent war. The 
subject of coking coal, therefore, is well worthy the serious attention 
both of practical industry and the scientific investigator. 

The most valuable coking coals, from the metallurgical standpoint, 
are derived from the coals of highest ranks. Coals, for example, that have 
a carbon ratio of from 70 to 80 per cent. yield the most valuable coke for 
the blast furnace. The difficulty of investigating these coals, however, is 
great, for they are rather friable and delicate and possess a high carbon 
content, which makes them difficult to manipulate. They present, on 
account of their high carbon content, a considerable degree of opacity 
when examined, in thin sections, under the microscope. The tenderness 
of structure and blackness of such high-grade coking coals as those of 
Connellsville and the Pocahontas region make them extremely difficult 
to investigate. ae 

Two of my colleagues, who are taking part In this discussion, will 
describe the valuable results that have been reached by studying coal by 
the methods of the mineralogist. Doctor White and Doctor Thiessen 
have studied the structure of coal as determined from thin sections that 


* Professor of Botany, Harvard University. 
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have been polished on the petrographer’s grinding lathe. Professor 
Turner, on the other hand, has investigated the structure of anthracite, 


Fig. 1.—VERTICAL SECTION OF OIL SHALE TASMANITE SHOWING PRESENCE OF NUMER- 
OUS FLATTENED SPORES AND OF TWO THAT HAVE NOT SUFFERED FLATTENING. 


Fig. 2.—VERTICAL SECTION OF A TYPICAL CANNEL COAL FROM Buiurerass, Ky., 
SHOWING PRESENCE OF LARGE NUMBERS OF SPORES, A DARK MATRIX, AND A LIGHTER 
COLORED MATERIAL, WHICH REPRESENTS WOOD NOW DEVOID OF STRUCTURE. 


the most highly carbonaceous of all carbonic minerals except graphite, 
by a highly ingenious method of polishing and subsequent etching with 
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heat. My own investigations have been carried on by still other methods. 
It has seemed to me that the processes employed, by the biologist, in the 
study of plants living and extinct, would, with proper modifications, 
reveal the structure of coal better than any other means. It has taken 
a number of years of experiment to justify this belief, but the results are 


Fic. 3.—END OF A PARTLY CHARRED BRANCH OF A CONIFER FROM THE AMERICAN 
CRETACEOUS. 


Fic. 4.—OTHER END OF BRANCH SHOWN IN Fa. 3; THIS END HAS ESCAPED CHARRING. 


entirely conclusive for it is now possible to view the intimate organ- 
izations of coals of every rank, grade, and description with the highest 
powers of the microscope. ‘This possibility has not existed in the past 
and, as a consequence, works dealing with coal lack adequate illustrations 
of its structure. That situation is likely soon to be remedied, I have 
supplied a large number of illustrations for recent textbooks dealing with 
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geology, more particularly with the subject of coal. It would be out of 
place to describe the technical detail of these methods here, particu- 


Fie. 5.—FRAGMENT OF WOOD FROM COAL SHOWING EFFECT OF CHARRING IN PRES- 
ERVATION OF WOOD STRUCTURE; UPPER PART IS CHARRED AND LOWER HAS NOT UNDER- 
GONE THAT PROCESS. 


lic. 6.—VERTICAL SECTION OF A COAL BALL FROM LANCASHIRE, ENGLAND, SHOWING 
ORGANIZATION OF A PETRIFIED CONCRETION IN COAL. 


larly as they have been stated in a memoir now being published by the 
American Academy of Arts and Sciences. 


EDWARD CG. JEFFREY ILS 


At present charcoal is still employed for smelting certain sorts of 
iron but, from the limited supply, its use is very restricted. It is pro- 
posed, in this paper, to show that coke bears an interesting relation, in 
origin, to the charcoal it has so completely replaced. The investigations 
of recent years have shown that coals consist, ®utside of their ash content, 
of three main materials more or less modified by water action, heat, and 
pressure. These constituents are present in different proportions in 
different coals and their relative abundance determines the general 
character of the coal. In certain coals, known as oil shales and cannels, 
the reproductive parts, or spores, of fernlike seed plants are present in 
large numbers. In many oil shales, spores greatly predominate over 
every other constituent; in cannels frequently they are much less abun- 
dant. Such coals yield large quantities of hydrocarbons, both gaseous 
and liquid, when subjected to dry distillation, either naturally or artifi- 
cially. Coals of this type are usually characterized by a curved fracture 
and dull appearance, in contrast to the prismatic fracture and glistening 
aspect of coals of the bituminous and anthracitic types. The spore coals 
are an important source of petroleum and, consequently, occupy an out- 
standing position in the activities of the present age as the internal- 
combustion engine is actuated by their products. Coals of this type, in 
addition to. the spores which are nearly always well preserved, even if 
much flattened by pressure, have a dark matrix which is penetrated by 
light only in sections 0.0001 in. thick or even thinner. As this material 
is entirely structureless, it is impossible to make more than a plausible 
surmise as to its nature. Judging, however, from the organization of 
accumulations of the present age, which resemble in general structure 
oil shales and cannels, it is highly probable that this dark matrix, which is 
so commonly present in spore coals, represents the more perishable 
parts of plants such as gelatinous cell walls, ete. 

The third constituent of coals is wood. This is often extremely 
abundant and may exclude, in some cases, the spores and dark matrix 
that predominate in the spore coals, known as oil shales and cannels. 
The coals of this type, instead of having a conchoidal or curved fracture 
and a dull aspect, break up into prismatic fragments and are conspicuous 
for their glistening appearance. These glance or glistening coals supply 
us with the types known as bituminous coals and anthracites. In these 
the three constituents described are of different colors. ‘The spores are 
golden yellow, the matrix when present is black, and the woody con- 
stituents have a rich brown hue. The general aspect of a thin section 
of coal, consequently, presents a striking and even gorgeous combination 
of colors, when examined by transmitted light under the microscope. 

The general subject of the organization of coal has been dealt with by 
Doctor White and Doctor Thiessen, and the structure of anthracite by 
Professor Turner. It is possible, accordingly, to confine this paper to the 
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Fig. 7.—VERTICAL SECTION OF COAL SURROUNDING THE COAL BALL; THE RAW 
MATERIALS OF THIS COAL CONSISTED OF WOODY FRAGMENTS OF PLANTS AND HAVE 
ENTIRELY LOST THEIR STRUCTURE EXCEPT WHERE THEY HAVE BEEN PETRIFIED, AS IN 
Fie. 6. 


Ire. 8.—GRoss ASPECT OF A FRAGMENT OF COAL SHOWING TRANSITION FROM 
BITUMINOUS COAL TO CANNEL; THE BITUMINOUS IS UPPERMOST AND THE CANNEL COAL 
BELOW. 
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composition of coking coals in relation to their organization and origin. | 
Fig. 12 shows the organization of coking coal of high rank from Connells- 
ville, Pa. The coal, as a whole, is made up of a more or less homo- 
geneous, but somewhat fissured, matrix that in nature is brown in 
color. The dark band running across the center represents partly charred 
wood, or fusaine often inaccurately described as “mother of coal?’ or 
“mineral charcoal.”’ An examination of a wide range of coals shows 
that a great part of the brown matrix, which constitutes the mass of 
glistening coals with prismatic fracture, namely, bituminous coals and 
anthracites, is of woody origin; it is possible to trace in certain coals 
every gradation from wood with its structure perfectly preserved to that 
in which all trace of structural organization has disappeared. This 
possibility is presented in the case of fragments of wood or whole trunks or 
branches that have been partly charred by fire previous to inclusion in the 
raw material of the coal. The degree of charring marks the extent to 
which the original structure will be maintained in the fully matured coal, 
while complete absence of the action of heat creates a situation that often 
leads to the entire obliteration of structure in the course of ages. 
Between these two extremes lie imperceptible gradation, depending on 
the degree of exposure to heat. Illustrations of these modifications are 
shown in Figs. 3 to 5. 

It follows from the statements regarding the woody origin of brown- 
hued materials in thin sections of coal, that the coking coal from the 
Connellsville basin referred to consists mainly of woody materials, or 
rather of materials of woody origin. The valuable coking and steam 
coal, commercially known as Pocahontas coal, shows an organization 
very similar to that presented by Connellsville coal. It follows natu- 
rally that if the theoretical views just expressed concerning the origin 
of Connellsville coking coal are correct, they apply equally to 
Pocahontas coal. 

Without exception, typical oil-shale and cannel coals are entirely 
refractory in the coking oven and do not give utilizable coke. In the case 
of oil shales, this condition is apparently absolute; in the case of cannel 
coals, which often exhibit considerable brown matrix in addition to the 
yellow spores, at best a light almost flocculent coke 1s produced. This is 
of slight value for household purposes and is not to be considered at all 
for utilization in the blast furnace. ; 

Impressed by the organization of such highly valued coking coals as 
those from the Connellsville and Pocahontas areas, it has seemed to the 
author that the worth of the coal, from the standpoint of the coking indus- 
try, was in direct proportion, other things being equal, to its content of 
modified wood (Lignitoid, Jeffrey; Anthraxylon, Thiessen). An attempt 
was made to verify this hypothesis experimentally. Cretaceous Re 
representing the trunks of trees, the affinities of which have been accurately 
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determined by the microscope, were subjected to strong heat in a closed 
erucible. In a number of instances these woody trunks, which have been 
much modified during long ages by the action of water, pressure, etc., 


Fic. 9.—VERTICAL SECTION THROUGH BITUMINOUS PART OF COAL SHOWN IN Fia. 
THIS COAL CONSISTS MAINLY OF STRUCTURELESS WOOD AND OF SPORES. 


Fig. 10.—VERTICAL SECTION OF BITUMINOUS COAL FROM LANCASHIRE, ENGLAND, 
SHOWING LARGE QUANTITIES OF SPORES AS WELL AS MODIFIED WOOD. 


gave rise to quite typical coke. Fig. 11 shows the formation of the coke 
resulting from the heating of one of these woods in a confined space, 
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Obviously, the organization has largely disappeared as the result of the 
liquefaction following exposure to high temperature. The author has 
carried on a number of experiments of this kind in the case of fossil woods 


Fie. 11.—Gross APPEARANCE OF CRETACEOUS TREE TRUNK THAT HAS BEEN TRANS- 
FORMED INTO COKE BY HEATING IN A CLOSED CRUCIBLE. 


Fic. 12.—VERTICAL SECTION OF COKING COAL FROM CONNELLSVILLE AREA; THIS 
IS MOSTLY COMPOSED OF MODIFIED WOOD, NEAR THE CENTER IS A SMALL FRAGMENT 


OF CHARRED WOOD IN TRANSVERSE SECTION. 


from different geological periods. In many cases, the result has been the 


formation of a quite typical coke, while in other instances no coke 
resulted. In the latter cases, a process of charring was obvious but there 
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was no liquefaction followed by the formation of coke. As the structural 
organization of all the materials used in the present connection was purely 
woody, it follows that, in some instances, the wood had not undergone the 
chemical changes necessary to yield coke after being heated. It seems 
clear from the experiments described here and the illustrations that 
woody organization is a fundamental feature of the coals that can be 
transformed into coke in the oven; it follows, therefore, that not only 
must wood be the predominant constituent of the original raw materials 
of the coking coals, but it must have attained an appropriate degree of 
chemical modification. It is entirely likely that where time and nature 
have not brought the woody raw materials of the coals into a condition 
fit for coking, the knowledge and ingenuity of man can take the 
place of the slow processes of nature. It seems entirely probable, 
accordingly, that in the process of time, and as a result of our increase 
of knowledge of the chemistry of coal, all combustible minerals of 
mainly woody origin can ultimately be transformed into utilizable coke. 

The author has one interesting example of a natural coke derived 
from a recent coniferous wood, which affords confirmation of his 
hypothesis that coking coals are formed of what was originally woody 
material. The specimen, dug up under a shallow covering of sand on 
Cape Cod, was sent to Prof. J. B. Woodworth with an inquiry as to its 
nature. He submitted it to the author, who discovered it to be a frag- 
ment of recent lignite, in a fair state of preservation, that had been partly 
transformed into coke. 

If the views set down here are correct, coke has the same botanical 
origin as the charcoal it long ago replaced in the metallurgical industries. 
It follows, of course, that the original wood must have undergone the 
requisite chemical modifications in order to produce the substance known 
as coke. It is further clear that the presence of spore material, in any 
considerable amount in coking coals, is disadvantageous and that a large 
amount of spores effectually nullify the value of the coke that can be 
produced from any coal. A similar statement holds for those problematic 
organisms, which have been interpreted by some of my colleagues, as the 
remains of algae. They not only present all the optical characteristics of 
spores but are likewise disadvantageous as a constituent of coal for coking 
purposes. Pure spore coals, whether they be regarded as such or consid- 
ered to be of algal origin, are quite incapable of undergoing the process of 
liquefaction under high temperatures to which the name coking is given. 


DISCUSSION 


Davin Wurrn,* Washington, D. C.—A few of the slides look as though 
they had been treated by chemicals, either acids or oxides, before or 
after grinding. What is the maximum temperature developed in these 
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slides in the course of their preparation? Most of the sections shown 
represent genuinely aquatic deposits laid down in ponds and lakes rather 
than normal coals. Some of the slides first exhibited are essentially what 
was described by Potonié as sapropel. In the small lake or pond, which 
may be 50 feet deep and which in any event is too deep for the growth of 
subaerial vegetation in place, the deposit will contain much sapropelic 
material. The shorter the radius of the water-body, the nearer the shore 
to all parts of the area of accumulation, and the greater the opportunity 
for infall or drift of carbohydrate land vegetation into the aqueous deposit. 
Therefore, small sapropelic deposits like the typical cannel coals, which 
are laid down in ponds or little lakes, or in the sluggish cut-off bayous 
in the swamp, may contain considerable drifted wood or other detritus, 
as well as windblown spores, drifted pollen, and other small resistant 
debris. 

The greater the extent of the water-body the less the amount of con- 
tributed debris of land origin and the greater the proportion of distinctly 
aquatic life. The canneloid type, which is shown in about half of Doctor 
Jeffrey’s slides, is distinctly an aquatic deposit of the former (small lake 
or bayou) type and is not typical of our coals, which are generally xyloid. 
One does not think of a forest bordering the bayou or lake without shed- 
ding its pollen or dropping its leaves and twigs where they may blow or 
drift into the pond. The spores shed from the ferns are transported for 
long distances in the air and, together with the pollen grains, are charac- 
teristic if not dominant in the open-water deposits of the canneloid type. 
Again, the larger this body, the smaller in general will be the proportions 
of land derived spores or of pollen. 

If the conditions of deposition are such as to permit oxidation and so 
to interfere with the concentration of ulmic matter to the point of tox- 
icity to the germs, the woody material will continue to decay, for the most 
part, at least, as is usually found to have been the case in the canneloid 
deposits. Even in the terrestrial swamps aeration or slowness of accumu- 
lation of plant detritus may permit the loss of nearly all the woody 
material, leaving only the most resistant plant elements, such as spore 
and pollen exines, resins, and fragments of cuticles to survive in the 
deposit. Accordingly, we have, in passing from layer to layer in most 
coal beds, great variation in the amount of spore and other ultra-resistant 
debris, while in other layers greater toxicity of the aqueous medium has 
caused the conservation of more of the wood and other less pee 
plant structures. In most deposits great amounts of plant matter are 
sacrificed before effective toxicity is reached through the accumulation 

ic products of smothered decomposition. ' 
ere cea. through the larger lake deposits into oil shales 


and bituminous shales in general. 
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Striped or “banded” coals are quite normal, in fact they are most 
common, The amount of wood in the ordinary coal may be from 15 to 
85 per cent. or more, according to the condition of deposition. If the 
preservation of the wood is good, the wood is much more in obvious. 

I am a little uncertain as to whether the author concludes that all 
the mineral charcoal scattered here and there in his peat deposits or 
pond deposits, become charcoal after burial of the deposits, or whether it 
came into the deposit as charcoal. 


E. 8. Stvxinson, Bethlehem, Pa.—What is it in coal that goes to form 
coke? Can it be the gases produced by a thermal decomposition of 
coal decomposing to give a nucleus of carbon in so fine a state of division 
that forces of cohesion come into play which bind them into the founda- 
tional structure of a coke? 


S. W. Parr,* Urbana, Ill.—Are these zones where charring has taken 
place burning in the ordinary sense, or after being closed and subjected 
to geological conditions? 


James F’, Kemp,t New York, N. Y.—Several times, in the past twenty- 
five years, when there have been severe forest fires in the Adirondacks 
charred leaves have come floating down out of the atmosphere and gently 
deposited on the surface of Lake George. All the discussion has assumed 
that the charred material would be deposited in a coal seam through the 
urgency of water, but the rush of hot air in a forest fire carries charred 
leaves up into the air and they are transported miles before they come 
down. Many times the fires were so far away we had no information as 
to the location; they were perhaps 25 miles away from the lake. 

I could not help but be impressed with the discussion that the increased 
combinations of coals, as against the vegetable materials, is largely a 
matter of oxidization, whatever process we describe, whether the fraction 
or influence of bacteria make progressive anastomozing from vegetable 
matter to peat, so on to bituminous and anthracite, but with a progressive 
relative increase in the carbon. Just where we would draw the line in 
these processes between the oxidization and combustion, might be 
a difficult matter. 


Davin Wutre.—We are quite generally in agreement that ordinary 
coking coal represents the woody type of coal, whether lignite, subbitu- 
minous or semi-bituminous, which has been brought to the coking stage 
in the course of its evolution,—called carbonization or devolatilization. 
The coking qualities are generally excellent when the fixed carbon 
(pure coal basis) of these woody coals approximates 65 to 75 or is even as 
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high as 83 per cent. “Mineral-charcoal” (fusain) is generally abundant 
in coking coals. 

Epwarp C. Jerrrey.—aAs regards the nature of coking, I may say 
that wood of the same geological age, undoubtedly pure wood (I mean 
pure as regards structure) that has undergope the lignitie modification, 
can be coked in an ordinary closed retort; others cannot. That is the 
result of a degree of chemical modification that the original wood has 
undergone. I understand that it has been found possible to transform 
the ordinary wood into a substance like coal by heating it in vacuum 
for a prolonged period. 

The microscopic study of this coke—and I have been able to get every 
stage of the modification from the original lignitic material to coke— 
shows that it is not any resinous material which is responsible for the 
coking unless that resinous material is secondarily. derived from modifica- 
tion of the walls of the elements of the wood. In the preparations, you 
can see the walls melt and run together with the development of a moder- 
ate amount of gas, which is responsible for the porousness of coke. The 
piece of natural coke from Cape Cod was dug up under several feet of 
sand; it was not in the water at all. It may have been in the water at 
some time, but not in recent times at any rate. 

I said at the outset that I was not dealing with chemical matters at all; 
all I claim is the structure of the coal is not modified. I have studied 
ground sections and sections of coal side by side, and where there is no 
difference between structure. I have found in sections very minute and 
delicate structures, and I am afraid the work will outlast my power. 
In the case of Mesozoic substances, the charred material can get in the 
water and come to rest without injury, even when it is of very delicate 
origin. 


REINHARDT THIESSEN,* Pittsburgh, Pa.—I have found invariably 
with ordinary bituminous coals, even those coals called non-coking, 
that that part of the coal derived from the woody parts of plants, which 
I call anthraxylon, cokes: the attritus in the same coal does not coke. 
In the typical coking coals, the resinous and the spore matters have 
largely disappeared and the woody derivatives have remained. For 
example, in tracing the Pittsburgh from its extreme western limits to the 
east, the coking properties of that coal increase. As the region of the 
typical coking coals is approached, the spore-matter disappears until, 
as at Connellsville, it has disappeared altogether. Why those spores 
should have disappeared I do not know. That the coal once did Weis 
tain spores is shown by the cavities in which they were once located. The 
resinous matters have been charred or devolatilized so that they are 


opaque. It seems then that the woody parts of the plants have furnished 
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the coking constituents of coal. But in order to be coking, favorable 
factors must coincide. 


Cuas. R. Frrrke,* Pittsburgh, Pa. (written discussion).—Several 
years ago, while engaged in an investigation of the oil resources in coals 
and carbonaceous shales of Pennsylvania for the Pennsylvania Geologi- 
cal Survey, the writer made a series of low-temperature carbonization 
tests on samples from all the known cannel coal deposits in the state. 
Since that time tests have also been made on oil shales from numerous 
other localities, including samples from different beds in the Green River 
formation of Colorado and Utah. While in most instances, the cannel 
coals and oil shales show little or no tendency to coke, there are some 
notable exceptions. 

Among samples of cannel coal and shale representing thirty-one 
localities in Pennsylvania, three were found that possess the coking 
property to a rather marked degree. As a rule, cannel coals have a 
higher ash content than ordinary coals; this is particularly true of the 
Pennsylvania occurrences. The deposits that have been mined on a 
small seale in the state in recent years contain from 11 to 27 per cent. of 
ash; only four samples were obtained that contained less than 20 per cent. 
It seems likely, therefore, that in some instances at least the high ash 
content has affected the coking properties. 

The purer portions of the famous Cannelton bed of cannel coal 
in the northwestern corner of Beaver County, Pa., form a hard dense 
coke. Pores, while numerous, are not as large as those ordinarily 
developed in coke from bituminous coking coals. Occasional fragments 
of unfused material, undoubtedly representing bony streaks in the 
cannel coal, are embedded in it. These are no more numerous, however, 
than in the cokes derived from many ordinary bituminous coals. The 
cannel coal on heating fuses and, at first, swells somewhat but later shrinks 
in volume so that the resulting coke does not occupy the entire space of 
the original charge. 

Fig. 13 shows the coke obtained in testing a sample, taken from near 
the center of the channel-like deposit, in a Bureau of Mines oil-shale 
assay retort. ‘The coal was crushed to pass a 4-mesh sereen. It yielded 
at the rate of 49 gal. of oil per ton and had the following composition: 
Moisture, 1.26 per cent.; volatile matter, 44.49 per cent.; fixed carbon, 
34.28 per cent.; ash, 19.97 per cent. A sample from near the edge of the 
deposit, which contained 27.48 per cent. ash, showed only a slight tend- 
ency to coke. Inasmuch as the spent material from this sample con- 


tained 44.2 per cent. ash, the difference in behavior can be readily 
accounted for. 
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Doctor Thiessen has made microscopic studies of the samples tested 
and has found that the Cannelton deposit, which oceurs at the U; er 
Kittanning horizon, represents a typical spore cannel coal Phoee 
micrographs of this coal are shown in previous publications by the writer, ! 

Another cannel coal that forms a hard depse coke was obtained tam 
what is also probably the Upper Kittanning horizon in the country bank 
of G. W. Currie, 2 miles north of Nealeys, Butler County, Pa. It yields 


Fig. 13.—Cokr rroM CANNELTON, PA., CANNEL COAL. 
} ’ 


at the rate of 33 gal. of oil per ton and has the following composition: 
Moisture, 0.83 per cent., volatile matter, 38.94 per cent.; fixed carbon, 
49.14 per cent.; ash, 11.09 per cent. Doctor Thiessen classifies it as a 
humic type of cannel coal. Photomicrographs are shown in the publica- 
tions just referred to (Pl. IV, Fig. A; and Fig. 2, page 1169, respectively). 

The third sample of cannel coal that forms a hard porous coke came 
from a deposit at the Upper Kittanning horizon near the head of Crooked 
Run, 3 miles south of Savan in Indiana County, Pa. It yields at the rate 
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of 19 gal. of oil per ton and has the following composition : Moisture, 0.53 
per cent.; volatile matter, 27.64 per cent.; fixed carbon, 53.98 per cent.; 
ash, 17.85 per cent. The low percentage of volatile matter is 
undoubtedly due, in large part, to the fact that the deposit occurs In an 
area in which the coals have been subjected to a greater degree of meta- 
morphism. While the bituminous coals of Beaver and Butler counties 
contain from 55 to 63 per cent. of fixed carbon, computed on a pure coal 
basis, those of Indiana County contain from 63 to 79 per cent. Unfortu- 
nately, no microscopic studies have been made of specimens from 
this locality. 

Dunlap,’ in carrying out carbonization tests on Missouri cannel coals 
has also found a wide range in their coking properties; out of four samples 
tested, only two gave coke of commercial value. According to this 
investigator, the Bunceton cannel coal from Cooper County, Mo., yields a 
very good coke. It is hard and the entire charge fuses together; the 
porosity is about the same as that of ordinary coke. The Stover cannel 
coal, from Morgan County, Mo., also yields a good coke, but it is high 
in sulfur. The Bunceton coal contains 8.16 per cent. ash and yields at 
the rate of 53.5 gal. of oil per ton; while the Stover coal contains only 
2.3 per cent. of ash and yields at the rate of 64.88 gal. of oil per ton. 
Microscopic studies of these coals to determine the type of cannel coal 
represented would be desirable. 

Some of the richer oil shales from the Green River formation of 
Colorado, examined by the writer, show a decided tendency to fuse when 
heated. The crushed shale, when carbonized in a closed retort, fuses 
completely and shrinks markedly in volume. The resultant mass clings 
tenaciously to the walls of the retort and is difficult to remove. This 
property will have to be taken into consideration in designing retorts to 
treat this particular type of shale. Other oil shales in the same formation, 
equally rich as far as yield of oil is concerned, show practically no tend- 
ency to fuse. Finley, Horne, Gould, and Bauer® have also called atten- 
tion tothis tendency of certain oil shales to coke. Of course, the term 
coking as applied to oil shales does not mean that a metallurgical coke is 
produced. ‘There is, however, a certain resemblance in behavior between 
these oil shales and ordinary bituminous coking coals when they are 
undergoing carbonization. 


* Howard Leroy Dunlap: The Carbonization of Missouri Cannel Coals. Bul. 
Missouri School of Mines (1919) 5, No. 1, 49. 
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Resolution of Coal by Oxidation 


By W. Francis* AnD R. V. WHEELER, t SHEFFIELD, ENGLLND 


. 


(New York Meeting, February, 1925) 


Or THE methods that have been used for studying the chemical 
composition of coal, attack by reagents has not, in general, yielded much 
information. Most of the reagents used have been strong oxidants 
such as nitric acid or Schulze’s solution. The use of a milder oxidizing 
agent, such as air at low temperatures, enables progressive changes in 
the character of the coal substance to be studied and thus helps toward 
an understanding of its constitution. 

British bituminous coals frequently have a banded structure. These 
bands (of four types) can be separated one from another and have been 
found to possess markedly different chemical characteristics, even when 
taken from contiguous portions of the same lump coal. It has been 
found convenient to give each of the ingredients of banded coal a distinc- 
tive name, more or less descriptive of its appearance, and the study 
of the chemistry of bituminous ‘‘coal”’ in England has resolved itself 
into a study of each ingredient separately. 

The coal chosen for this work was taken from the Top Hard seam 
at East Kirkby colliery, Nottinghamshire, a detailed chemical analysis 
of which has been recorded by Baranov and Francis.! The banded 
structure was well marked and the bands could readily be separated. 
The research was confined to the brilliant vitreous bands (vitrain), the 
dull hard bands (durain) and the “sooty partings”’ (fusain); for previous 
work had shown that the fourth type, to which the name clarain has 
been given, is intermediate in character, chemically, between vitrain 
and durain. 

The method of experiment was, briefly, to draw a slow current of 
moist air through weighed samples (50 gm.) of the three ingredients, 
vitrain, durain, and fusain, in the form of powder (through a 60-mesh 
and on a 90-mesh sieve) contained in glass tubes which could be main- 
tained at a constant temperature during prolonged periods. After 
passing through the coal, the air bubbled into a measured volume of 
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cold distilled water to condense or dissolve any gaseous products of the 
oxidation. At stated intervals (usually 1 month) for each temperature 
employed, this water was examined and changed and a small fraction 
(5 gm.) of each coal was removed from the tubes for analysis. The 
temperatures used in the oxidation were 100° C., 150° C., and 200° C., 
and the total time allowed for oxidation at each temperature was 5 
months, 6 months, and 6 weeks respectively. 


Liqguip AND GASEOUS PRODUCTS 


The chief products identified were formaldehyde, methyl alcohol, 
and the lower fatty acids. During oxidation at 100° C., these were 
obtained in small quantities from all three ingredients; but at higher 
temperatures, the vitrain and durain produced only traces of formalde- 
hyde and acids and the fusain none at all. 


CHANGES IN COMPOSITION 


Table 1 shows the progressive changes in weight as the oxidation 
proceeded. A loss in weight, which was most marked during the oxida- 
tions at 200° C., caused a corresponding increase in ash content. 


TaBLE 1.—Changes in Weight as Result of Oxidation 
| 


Change in Weight Ash Content 
=) 
Fusain, | Durain, Vitrain, Fusain, | Durain, | Vitrain, 

Per Cent. | Per Cent. | 


Per Cent. | Eer Cent. | Per Cent. | Per Cent. 
| 
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LV ecene esl Or) Nas bial eer 17.80 | 3.80 (eis 
Tien. = O01 | 0.0) 4}. mili) 17.06) [5.3.95 176 
T50c Coe eT ee, — 3/56 | = 4.50 | 8-70 ey oes Le ere 2.29 
oe Be iw 5.65%) estes ME EL TAO0 | 4.86 2.15 
WF ese — 0.86 |. —<8.0) |, ="0.- 92%) Siaoes 4.95 FAT 
Neue, Te = 1097 ends -o7.0 | 21.4 | 6.45 2.85 
Tite! 7/50 fone 4h ear TROND Tn 6.5 De 
| | | 


PROXIMATE ANALYSIS 


The volatile matter (see Table 2) calculated on an ash-free, dry basis 
showed but small fluctuations during oxidation at 100° C., the net seri 
being a slight gain with the fusain, a slight loss with the durain, and little 
change with the vitrain. On oxidation at 150° C., however, all showed a 
greatly increased content of volatile matter. This was greatest with 
the vitrain and the change was completed during the first period of 
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heating (2 months). With the durain and the fusain, the volatile matter 
increased more gradually and the change may not have been completed 
during the 6 months the experiment lasted. On oxidation at Z200mGe 
the volatile matter of the vitrain showed a decrease. This fact, together 
with other observations discussed later, suggests that decomposition of 
the oxidized product had begun. Both the durain and fusain showed 
a slight increase in content of volatile matter. 


TABLE 2.—Proximate Analysis, Percentages on Ash-free Dry Coal 
ee ae Saree NE a ees 


Volatile Matter, Ash-free Dry Coal Ulmins 
Fusain, | Durain, | Vitrain, Fusain, Durain, Vitrain, 
Per Cent. Per Cent. Per Cent. | Per Cent. Per Cent. Per Cent. 
Oxioinalers aac. 19.84 28.91 30.74 nil 0.01 | 0.02 
POO 7O 2. Leese 23.69 | 26.55 31.01 1.2 PT ye lee eg 
1 Pe ee 2Ae2 2  £25).60 — |) 30269 ibs 5.58 Tab 3225) 
HB hs 2 20.98 27 .08 31.16 ibe a 6.60 11.30 
LVeeees | 20.78 27 04 Bie |) 92.22 We RD 11.20 
NS O2Ce a lee: 25.9 31.8 40.75 14.25 36.1 93.5 
Le 25.9 32.1 | 40.4 19.5 43.5 97.0 
eee pag <A 32.2 40.5 24.0 46.0 95.5 
AO-KCl. Ae ee 29.8 37.8 38.5 20.5 64.0 70.0 
IN be eace SLe2 Biel 39.0 22.0 65.0 75.0 


These results can be explained by the determinations of the amount 
of ulmins (compounds soluble in caustic alkalies) present. After oxida- 
tion at 150° C., the coals contained large quantities of ulmins and their 
properties then became largely those of the ulmins they contained. 
The volatile matter of the ulmins is high (about 41 per cent.) and the 
volatile matter of the coals oxidized at 150° C. approached this figure as 
their ulmin contents approached 100 per cent.; while during oxidation 
at 200° C. there is evidence of decomposition. The coking properties 
of the vitrain were completely destroyed after 2 months oxidation at 
100° C. Neither the durain nor the fusain formed a coherent coke 
either before or after oxidation. 

Table 3 shows the effect of oxidation on the behavior of solvents 
toward the coal. The nomenclature proposed by Stopes and Wheeler 
has been used, in which the terms alpha, beta and gamma compounds 
are used, respectively, for the portions of coal insoluble in pyridine, 
soluble in pyridine but insoluble in chloroform, and soluble in both 
pyridine and chloroform. It should be noted, however, that the charac- 
ter of these fractions is not necessarily the same for both the unoxidized 


and the oxidized coals. 
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Tasty 3.—Solubility in Pyridine and Chloroform 


Fusain : Durain Vitrain 
= = | 
Alpha, | Beta, | Gamma, Alpha, Beta, | Gamma, Alpha, | Beta, | Gamma, 
Per Per Per Per | Per Per Per Per Per 
Cent. | Cent. Cent. Cent. | Cent. | Cent. Cent. | Cent. Cent. 
Original.........| 9602 | 84°) 1.4 | 90.6 | 6.8 | zr. 1) 79.7) |) Tee ea 
1OO%ECH Mise. | Po. Bases || ile 90.0 | 7.05} 2.95 | 85.6 10.4 4.0 
LL eyes | 96.54 7 ? 90.0 04 ? | 85.4 17,001 326 
TT eerae 95.0 Sao) 15 87.9 9.2 2.9 | 87.6 9.6 2.8 
IV 94.15 4.45 1.40 87.6 9.4 3.0 | 87.6 9.9 | 2.5 
1502°Cy 1 94.5 5.5 Trace 87.4 12.1 | 0.5 1 75.95. | 23.2 0.85 
18 OS Avon | 82 18 Trace 80.3 LO eee Brade. | 57 27) | 4203 Trace 
li SP oe, 80 | 20 nil 77.0 23 nil 55 | 45.0 nil 
200EC a ae 89 11 mil 78.0 | 22 nil 72 | 28 nil 
iat | 85 13 nil 76 24 nil 70 7 30 nil 
| 


As with the contents of volatile matter, the differences due to oxida- 
tion at 100° C. were small. A fact that the figures do not show is that 
the beta compounds of the oxidized coal were largely ulminified. There 
was a tendency for the gamma compounds of the vitrain to lose their 
solubility in chloroform on oxidation even at 100° C., while after oxida- 
tion at 150° C. this solvent extracted very little, if anything. Similarly, 
with the durain and the fusain, no gamma compounds were present 
after oxidation at 150° C. 

With all the coals, there was a marked increase in solubility in pyri- 
dine, up to a maximum of 45 per cent. observed with the vitrain 
(coincident with the maximum formation of ulmins). 


Uutimats ANALYSIS 


The vitrain, durain, and fusain from the original Top Hard coal 
showed the same gradations in ultimate analysis as were found by Tides- 


TABLE 4.—Ultimate Analyses, Percentages on Ash-free Dry Coal 
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well and Wheeler? for Hamstead coal. During oxidation of the Top 
Hard coal, there was a progressive loss of carbon and hydrogen and an 
increase of oxygen. The amount of oxygen reached a maximum with 
the vitrain at 150° C., when the coal substance had been completely 
converted into ulmins. When decompositioh of the ulmins by heat 
began (at 200° C.), the oxygen content was slightly decreased owing to 
the elimination of carbon dioxide. Analyses of the durain and fusain 
gradually approached that of the vitrain but never quite reached it, 
because of the presence of some portions of the coal conglomerate that were 
difficult or impossible to oxidize. 

The analyses of the ulmins produced from all portions of this seam of 
coal were similar. This fact, together with the similarity of the analyses 
of the gases produced on their destructive distillation (see later), indicates 
that the ulmins produced by oxidation of all parts of the same seam of 
coal have the same composition. The analyses of these ulmins averaged: 
Carbon, 64.5 per cent.; hydrogen, 2.8 per cent.; oxygen, etc., 32.7 per 
cent. and they contained 41.5 per cent. of volatile matter. They were 
completely soluble in ammonia and in solutions of potassium and sodium 
hydroxide, and potassium and sodium carbonate; while pyridine dis- 
solved about 51 per cent. They were insoluble in chloroform. 


TaBLE 5.—Percentages of Nitrogen and Sulfur 


Fusain, Durain, Vitrain, 
Per Cent. Per Cent. Per Cent. 
| 
Nitrogen: j 
IBYSrORS! OpaGlawoiks oe cs. Ahh boeo 6 ole eee oer 1.29 | 1.65 1 .68 
ATCOTAO RIG A U1OM eee meat evens «fe Gees tae has | 1.91 D,. Pas 
Sulfur: 
BYSROIRS OMIM. Koad aeng eo eee on ae ee 0.53 0.64 18} 
EMT PCTLON IG A Ul OMMtaeea aa en eck eeoaceies 0.66 0.42 1.06 
Sulfate Sulfur: 
IFGLOLCLOMIG 2. t1OI eine res seis ecto cre ape nil nil nil 
NE WOR OSG HIG San on ooo od Grd ere a crcree Bee 0.26 | 0.18 0.18 


er 

In the figures for the percentages of oxygen, the nitrogen and sulfur 
present in the coals are included. During the oxidations no nitrogen 
was lost, but the nitrogen-containing nucleus survived and appeared 
in the ulmins. The percentage of nitrogen in the oxidized coals was 
increased proportionally with their loss in weight. The sulfur in the 
original coal existed partly in inorganic form. During oxidation, a 
portion of this was evolved as sulfur dioxide and a portion changed 
from sulfide to sulfate. As a portion of the sulfur (organic) remained 


in the ulmins produced, it may be concluded that sulfur is also a con- 
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stituent of this nucleus, though the quantity present is less than that of 
the nitrogen; see Table 5. 


OXIDATION BY HyDROGEN PEROXIDE 


Ulmins may be produced from coal more quickly by chemical oxi- 
dizing agents than by atmospheric oxidation. The simplest and quickest 
oxidizing agent was found to be a solution of hydrogen peroxide. This 
has been used with a number of coals, usually in alkaline solution so as to 
obtain the ulmins in solution. Anthracites are not appreciably oxidized 
by hydrogen peroxide but lower grade coals soon become soluble in 
alkalies and the soluble portions continue to be oxidized until a limiting 
composition is reached agreeing closely with that of the ulmins formed on 
atmospheric oxidation. The upper limit of composition for ulmin com- 
pounds soluble in alkalies has been found to be about 70 per cent. carbon 
and 4.2 per cent. hydrogen and the lower limit about 62 per cent. carbon 
and 2.8 per cent. hydrogen. Below this limit of composition, the 
sodium salt of the ulmins could not be oxidized but the free acid was 
readily decomposed and during the decomposition the nitrogen contained 
in the compounds was evolved quantitatively as ammonia. 


DESTRUCTIVE DISTILLATION 


An examination of the gaseous products of destructive distillation 
confirmed the resemblance between the ulmins produced from the 
vitrain and durain of the same coal. With both, decomposition began 
at as low a temperature as 150° C. and the gases evolved consisted entirely 
of oxides of carbon in the ratio CO,:CO of about 12:1. This ratio 
decreased as the temperature of decomposition was increased. No other 
gaseous products of importance were evolved below 450° C. when 
methane and hydrogen made their appearance. The chief results are 
recorded in Tables 6 and 7 and in Figs. 1 and 2. 

A comparison of these results* with those for unoxidized vitrain on 
the one hand and dopplerite on the other reveals that the groupings in 
these two substances, from which unsaturated hydrocarbons (and some 
methane and hydrogen) are evolved, are absent in the ulmins from oxi- 
dized coal, which suggests that oxidation had caused a progressive split- 
ting off of external groupings leaving a nucleus. This nucleus appears 
to be of the same character in dopplerite, vitrain, and the amorphous 
portions of durain, clarain, and fusain, and the first stage in the pro- 
gressive oxidation of coal is a change from insoluble into soluble ulmins 
by a modification of the external groupings. 

Oxidation of the nucleus, which contains both nitrogen and sulfur, is 
both rapid and complete when hydrogen peroxide is used, and the only 
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TaBLEe 6.—Principal Gases Evolved on Destructive Distillation; Cubic 
Centimeters per Gram of Ash-free Dry Substance 


| Vitrain Ulmin 
| 


id 
Temperature, Degrees C 160 | 210 | 260 | 310 36 410 460 520 580 
| | "I 
Carbon dioxide.......... | 9.61 | 11.41] 19.8 | 17.82 | 15.0671 13.95 | 12.39 | 12.98 | 8.48 
Carbon monoxide........ 0.74 0.99 0.98 0.91} 1.14 1.34 1.60 3.23 | 3.89 
EY Gro renner wine nil nil nil nil | nil nil 0.12 0.95 | 2.40 
awrier See nc oe ene nil nil nil nil | nil nil 0.44 PME | (5.02) 
5 Oz 
Ratio qo pee eee eee eee RSO> P1052 TO oe | 19.7 | 13.14 | 10.4 7.75 3.8 2.18 


’ Analysis carbonized residue: Carbon, 80.6 per cent.; hydrogen, 3.4 per cent.; oxygen, etc., 16.0 
per cent. 


= 


TaBLE 7.—Principal Gases Evolved on Destructive Distillation; Cubic 
Centimeters per Gram of Ash-free Dry Substance 


| Durain Ulmin 


| | - as | 7 
Temperature, Degrees C. | 170 | 2920 270 | 310 | 310). | 410 470 | 520 580 
| | | 
@arbon dioxide.......... 7.82 | 8.19 | 13.93 | 15.39 | 18.55 | 13.26 | 15.11 | 13.06 | 9.72 
Carbon monoxide........ 0.58 0.62 0.80 0.87 125 |) diaa5 2.15 PS || Bail 
Hivydrorenensacecienas. a} nil nil nil nil | sari) ak 0.08 | 0.60 | 1.43 
pacthane reo te | nil | nil nil ml nil nil 0.81 | 2.16 | 5.60 
Ratio Be home eo areal i240 elif ameter 21 9.82 | 7.02 | 4.71 | 2.61 
Analysis of carbonized residue: Carbon, 83.3 per cent.; hydrogen, 3.2 per cent.; oxygen, etc., 16.0 
per cent. 
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products so far isolated are monobasic and dibasic fatty acids, oxides of 
carbon, ammonia, and water. It is hoped, in future work, suitably to 
moderate oxidation of the nucleus so as to be able to isolate inter- 
mediate compounds. 


PRESENCE OF PLANT DEBRIS 


The treatment of coal with hydrogen peroxide has made possible a 
close study of those parts that do not become transformed into soluble 
ulmins. Microscopical examination has revealed that the residue con- 
sists of plant debris. In the residue from a fusain, wood tracheids have 


Fig. 3.—Woop TRACHEID FROM FUSAIN. Fig. 4.—PARENCHYMATOUS TISSUE FROM 
x 140. DURAIN. X 140. 


always predominated (Fig. 3). The debris from the clarains and durains 
examined have differed but little from one another in general character. 
They are transparent and show a variety of recognizable structures, 
varying in color from deep red to pale amber, while some fragments 
are green as though the chlorophyl has been preserved. Spore exines 
and portions of epidermis are of frequent occurrence and fragments of 
soft-walled tissue are sometimes to be found. The surface views of the 
parenchymatous tissue isolated exhibit polygonal cell outlines, showing 
that the fragments are of epidermis of leaves or young stems. Many 
fragments of such tissues show the stomata in surface view (see Figs. 
4, 5, 6, and 7) and are colored pale yellow and brown. Some thickened 
tissues are also present, of deep mahogany color, presumably the remains 
of the periderm. Microspore exines are numerous and their size and 
ornamentation varies considerably. The characteristic triradiate mark- 
ing is often observable while a few of the spore exines haye well developed 
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“wings ” characteristic of the microspores of Spencerites. The megaspore 
exines are usually broken into small fragments, because of the grinding 


Fic. 5.—SAME SPECIMEN AS IN Fig. 4. Fic. 6.—PARENCHYMATOUS TISSUE FROM 
xX 280. DURAIN. XX 140. 


the coals receive before their treatment with hydrogen peroxide but a 
few complete exines have been separated. These are almost spherical 


Fig. 7.—SAME SPECIMEN AS IN Fic. 6. Fia. [8.—SPORE EXINE FROM DURAIN. 
xX 280. x 30, 


bodies, dark brown in color, exhibiting triradiate marking and pome: 
times having hairs attached, as in some species of Lepidostrobus (Fig. 8). 
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In one coal examined (the Hamstead), the debris obtained after 
treatment with hydrogen peroxide contained minute amber-colored 
rods apparently containing no cell structure. Some of this debris was 
extracted with chloroform, which yielded a semi-solid brown mass 
having an analysis: carbon 80.3 per cent. and hydrogen 10.4 per cent. 
The rods thus appear to be resin and to be analogous to the resin rods 
observed by White in American coals. 


SUMMARY 


The present work shows that alkali-soluble ulmins can be regenerated 
from a bituminous coal by mild oxidation. If the coal is a vitrain, it 
consists almost solely of ulmins; the transformation of insoluble to soluble 
ulmins in a clarain, a durain, or a fusain leaves residues characteristic 
of each of these ingredients, which are essentially the original plant 
entities that were particularly resistant to, or were preserved from, the 
process of ‘‘decay”’ that constituted the early stages of coal formation, 
and are, apparently, but little altered. 

Bituminous coal, then, consists of insoluble ulmins in which are 
dispersed the morphologically organized plant tissues that have 
escaped ulmification. 


DISCUSSION 
Epwarp C, Jmerrrey,* Cambridge, Mass.—Two or three years ago 
the president of the Chemical Society said that it was possible to treat 


almost any bituminous coal in such a way that it would coke; can anybody 
throw some light on that statement? 


S. W. Parr,t Urbana, Il.—On the border line, perhaps, are the IIli- 
nois coals, which are non-coking. I am quite sure they can be made 
to coke. 


E. 8. Sinxryson, Bethlehem, Pa.—Do the terms “durain,” ‘‘clarain,” 
and “vitrain’”? give any clearer understanding of the subdivisions of 
coal than do dull, bright, or glance? Are the captions of Figs. 4, 5, and 6 
correct? They look like epidermis. In discussions on the composition 
of coal why are the nitrogenous contents so much neglected, when they 
are relatively so important? 


Remuarpt Tuinssen,t Pittsburgh, Pa—Nitrogen in the coal is 
considered in my paper. Proteins are easily decomposed and_ their 
nitrogen is changed to ammonia, which escapes; but in the compounds 


I mentioned, the nitrogen forms part of a ring that is not broken up 
during decay. 


* Professor of Botany, Harvard University. 
} Professor of Applied Chemistry, University of Illinois. 
{ Research Chemist, Bureau of Mines. 
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Davip Wuitr,* Washington, D. C—A point in this paper that is 
specially interesting to me is the observation of the progressive increase in 
capacity for regeneration according to the amount of woody material in 
the coal, the reaction of the fusain (‘‘mineral charcoal’) being least, that 
of durain being intermediate, while in the bright stripes largely composed 
of ulmified wood it is very much greater. The ulmie matter, which forms 
the groundmass of the coal and is present in all coals, and is largely 
derived from carbohydrate or lignocellulosic material, is relatively more 
abundant in durain than in fusain, and is perhaps most abundant—at 
least in effect—in the so-called vitrain. In the woody material—assum- 
ing vitrain is woody, though it is so glassy, so completely impregnated, 
so homogeneously ulmified, as to be reluctant to reveal its woody struc- 
ture—we have not only the carbohydrate derivative of the binder, but 
the carbohydrate derivative or transformed carbohydrates of the unde- 
composed woods. The latter have, of course, long since been chemically 
transformed beyond the celluloses or other carbohydrates as we now 
recognize them. It would appear either that the ulmic matter which so 
copiously impregnates and envelopes the woody tissue is more easily 
oxidized, or that the transformed carbohydrates of the wood itself so 
approach in chemical composition the ulmic matter as to play a similar 
role in the oxidizing process. On the whole, may we not infer that the 
capacity of these coals to oxidize, with the regeneration of ulmic matter, 
varies with the amount of ulmified wood as well as of ulmic binder in the 
coals of a given rank? 


Epwarp S. Jerrrey.—Some years ago, a memoir on lignites was 
published from my laboratory, where the nuclei were shown. The 
situation would compare somewhat with Doctor Thiessen’s remark in 
regard to the Connellsville coal; the spores were there. 


* Senior Geologist, U. 8. Geological Survey. 
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The Constitution of Coal 


By F. V. Tmresweiu* anp R. V. WHEELER{ SHEFFIELD, ENGLAND 


(New York Meeting, February, 1925) 


Coat being essentially a complex conglomerate of plant remains 
that have undergone decay and interaction in varying degree, it is under- 
standable that attack on the problem of its chemical constitution by 
normal chemical methods should have been attended by but slight 
success. The obvious method of fractionation by means of selective 
solvents has yielded a few results of some value. Thus it is known that 
from many, if not all, bituminous coals organic solvents extract small 
percentages of oxygenated compounds, which are generally assumed 
to have been derived from the original plant resins, though a more 
probable source would appear to be the glycerides and waxes of the 
plants. Organic solvents also extract small proportions of hydrocarbons, 
the origin of which is doubtful. Of more importance is the action of 
such pseudo solvents as pyridine, which, in addition to their specific 
solvent action, have the power of resolving and simplifying a portion of 
the coal substance in a manner analogous to that by which water can 
disperse a hydrogel. Early work with pyridine indicated that coals 
are composed of two main classes of compounds: the one soluble in organic 
solvents, the other capable of being partly dispersed in pyridine. Recent 
work has shown that the dispersion is colloidal in character and that it 
may be accomplished by the use of solvents less active than pyridine, 
such as benzene or chloroform, provided that the temperature of extrac- 
tion is raised or the coal has been suitably preheated. 

The action of reagents on coal has proved of little value in the past, 
but some insight into the constitution of coal has been given by regulated 
destructive distillation. Thus, it has been shown that coals behave on 
distillation as though composed of two main classes of compounds: the 
one readily decomposable at moderate temperatures (yielding mainly 
the paraffins), the other undergoing a preliminary early decomposition 
(with evolution of oxides of carbon and water) and yielding a residue that 
at higher temperatures breaks down, yielding much hydrogen. 


*Senior Assistant, Safety in Mines Research Board. 


} Professor of Fuel Technology, Sheffield University, and Director of Research, 
Safety in Mines Research Board. 
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In view of the diversity of materials that enter into the composition 
of the coal conglomerate, success in determining the constitution of coal 
cannot be expected unless the character of each type of material is con- 
sidered alone and until the extent of the contribution of each to the 
coal substance is known. A comprehensiye scheme of coal research 
should, therefore, comprise a study of each individual plant entity or 
degradation product thereof that occurs in coal. This, broadly, is the 
basis on which investigations into the constitution of coal are proceeding 
in England under the Safety in Mines Research Board and in the Depart- 
ment of Fuel Technology of Sheffield University. Different programs 
of research deal with the contributions to coal of cellular tissue, of unor- 
ganized or amorphous material, such as the ulmins and the resins, and 
of structured materials such as cuticles and spore exines. Usually a 
preliminary inquiry into the chemistry of corresponding modern sub- 
stances has proved necessary. For example, an investigation into the 
character of a peat ulmin (dopplerite) has shown a marked relationship 
between this and an amorphous portion of banded bituminous coal. 
Work designed to extend our knowledge of the constitution of the 
modern ulmins is now proceeding, together with an investigation of 
synthetic ulmins from various sources. 

The natural ulmins, the brown amorphous products of plant decay, 
first attracted the attention of chemists on their extraction from the 
rotted wood of an elm tree! by alkaline solutions from which they were 
precipitated by acids as brown flocks. The solubility in alkalies and 
reprecipitation in an amorphous form on acidification were long used 
as the sole criteria of what constituted an ‘‘ulmin,”’ but there is now 
considerable evidence that similar substances, insoluble in alkaline solu- 
tions, can with advantage be referred to under the same general name. 

Ulmins are found in any substance derived from vegetable matter 
that has undergone moldering decay; for instance in soils, peats, and to a 
less extent in lignites and coals. The ultimate composition of all such 
ulmins is similar, ranging from 50 to 60 per cent. carbon, 4.5 to 6.0 
per cent. hydrogen, 0.5 to 2.0 per cent. nitrogen, and 30 to 40 per cent. 
oxygen. Substances of similar type, but of somewhat different composi- 
tion, have been obtained by the action of reagents on vegetable matter 
and by the treatment of such materials as sugars and derivatives of 
furan and phenol with boiling dilute acids. Other artificial ulmins are 
produced by the oxidation of lignin in the presence of alkalies, and by 
the condensation of sugars (and carbohydrates in general) with simple or 
complex amino acids. These reactions are of interest mainly because 
they suggest the manner of formation of natural ulmins. 


1 Thomson (1807) named them ulmins because of their original association with 


the elm (Latin ulmus). 
VOU xed 12 
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The exact constitution of the ulmins is, at present, unknown. They 
appear to possess an acidic character, but the source of the acid function, 
whether phenolic or carboxylic, is undecided. The natural ulmins 
appear to be related, in structure, to the lignin and cellulose of the 
cellular tissues of the plants from which they were formed, for alcoholic 
hydroxyl groups are present in large proportions, while methoxyl groups 
are also found. Fischer and Schrader? consider the lignin alone to have 
provided ulmins when the plants decayed, while Marcusson* thinks the 
cellulose was chiefly responsible. From our own examination of peat 
ulmins, we are disinclined to argue, with either Fischer and Schrader or 
Marcusson, their formation from one class of original plant substances 
to the exclusion of another class, or to argue the survival in them of the 
lignin complex to the exclusion of the cellulose, or vice versa. We have 
observed some evidence of a carboxylic acid function in peat ulmins, 
while the hydroxy] content appears to be almost 30 per cent. of the whole. 
Destructive distillation discloses resemblances with both lignin and 
cellulose, while the nitrogen present appears to be very firmly linked. 
We conclude that the peat ulmins, considered to have been derived from 
degraded celluloses, lignocellulose and proteins (condensed together with 
partial dehydration as with the amino-ulmins of Maillard) still preserve 
the original lignin and cellulose groupings, together with new ringed 
structures containing oxygen and nitrogen. The formation of ulmins in 
nature appears to have been due to chemical rather than bacterial 
action, and of the various suggested chemical reactions that between 
carbohydrates and amino-compounds (probably following their libera- 
tion by bacterial action) seems the most likely. 

The extent of the contribution of the ulmins to coal has occasioned 
much debate. Without reverting to the extreme conception of the 
“fundamental jelly’ of Fremy, we consider as the result of recent work 
that many, if not most, British coals consist largely of ulmic material. 
This view is not inconsistent with the presence of the wealth of plant 
materials that are visible in transparent sections of most coals. Despite 
their number, the contribution of these by weight is not necessarily large. 

It is of interest to trace the changes that we may suppose have taken 
place during the aging of a deposit of plant remains. The original 
material may be compared with peats of various ages (as representing a 
conveniently studied form of partly degraded plant débris) and with 
coals. The various plant entities and residues that have contributed to 
the formation of the organic substance of coal can conveniently be 
grouped according as they are: 

1. Resistant to decay: Among the more important members of this 
group are: (a) Spore exines and cuticular tissues; and (0) resins. 


> Brennstoff Chem. (1921) 2, 23. 
® Ztschr, f. angew, Chem. (1923) 36, 42. 
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2. Subject to decay: The members of this group are either: (a) 
Organized, such as cellulosic and lignified tissues ; or (b) amorphous, the 
contents of plant cells. 

3. The products of decay: The ulmins. 

An accumulation of plant remains immediately after deposition con- 
sists mainly of the first two groups, but in an older deposit, such as a 
peat bed, certain changes have taken place. The members of group 1 
are still present in an apparently unaltered form. The cellulose and 
lignin of the group 2, however, have suffered decay, undergoing such 
minor alterations as dehydration produces, or becoming ulmified (prob- 
ably in conjunction with certain of the cell contents), or disappearing 
altogether. According to Fischer and Schrader,! the lignin alone survives 
in any form, the cellulose of necessity vanishing (being converted into 
liquid and gaseous products through the agency of bacteria), but we 
cannot regard this view as either proved or probable and consider that 
ulmins can be produced from any plant material of carbohydrate type. 
Judging from the nature of peat, ulmification is the main chemical process 
during the decay of plants and it proceeds further the older the deposit. 
Thus, while a young peat may yield only 10 or 20 per cent. of material 
soluble in alkalies, from an older peat as much as 70 or 80 per cent. can 
be extracted. 

In a deposit of the age of coal, it cannot be expected that the materials 
of any of the three groups will remain unaltered. Spore exines and cuti- 
cular tissues may not be much changed, nor need the resins, but the 
cellulose that is not totally destroyed will in large part be converted, 
together with the more resistant lignin and part of the cell-contents, 
into the amorphous ulmins of group 3 (or products derived from them). 
There will also be material corresponding with group 2 (a), consisting of 
altered (but apparently not ulmified) woody tissues, such as compose 
many lignites and are recognizable in many bituminous coals. We have 
at present no knowledge as to what becomes of the non-ulmified portions 
of the cell contents. As they finally appear in the coal, cell-wall struc- 
tures, group 2 (a), may not differ much chemically from the amorphous 
ulmins, but the materials of group 1 differ markedly. , 

Our knowledge of coal does not allow of these anticipations being 
thoroughly tested. We are, for example, only beginning to obtain 
evidence of the chemical relationships between the apparently well- 
preserved spore exines and cuticles of coal and those of the original 
plants. As regards the resins, it has been shown by White? that these can 
persist apparently unchanged in coals up to bituminous rank, but that 
in the older coals they show signs of having suffered alteration. It is 
possible, however, that resins persist without material alteration through- 


4 Loc. cit. 
5 U. S. Geol. Surv. Prof. Paper 85 (1914). 
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out the mass of many of the older bituminous coals, for there are occa- 
sional inclusions of undoubted resins that can readily be separated 
from them. 

When we consider the contribution to coal of the alkali-soluble 
amorphous material that forms so large a part of recent deposits, such 
as peat, a decided difference is at once apparent. The proportion of 
material soluble in alkaline solutions progressively decreases in the older 
deposits, until from the higher rank bituminous coals and the anthracites 
little or none can be obtained. Although it has been suggested that the 
absence of soluble ulmins in the older fuels is due to the fact that their 
mode of formation was different from that of peat, it can be more simply 
accounted for by assuming a change in the character of the ulmins, 
through condensation, dehydration, and loss of carboxyl, resulting in 
their losing their “characteristic” solubility in alkaline solutions. This 
suggestion implies that the amorphous cementing material for the 
numerous plant structures in coal was originally a soluble ulmin, corre- 
sponding to the ulmins that surround and permeate the plant structures 
in peat. Moreover, its amount should be comparable with that of the 
soluble ulmins in the older peats. 

Chemical evidence of this relationship is not difficult to find. Fischer 
and his co-workers have been able to demonstrate to some extent the 
presence of the same groupings and structures in peat ulmins, brown 
coals, and bituminous coals, and we have found that a close relationship 
in chemical structure exists between the peat ulmins and a characteristic 
amorphous portion (vitrain) of bituminous coal, and between the latter 
and the general ground mass of all portions of bituminous coal. Further 
evidence of the ulmic nature of much of the coal substance may be found 
in the “resolution” of coal by prolonged oxidation into soluble “ulmins”’ 
(oxidized ulmins) and plant entities in the manner described by Francis 
and Wheeler.® 

Our comparison between peat and coal has concentrated on two 
substances that show remarkable physical resemblances; viz. dopplerite, 
from peat, and vitrain from banded bituminous coal. Dopplerite is 
essentially a homogeneous black jelly, of infrequent occurrence, found in 
layers at varying depths below the surface of peat bogs. Usually 
entirely free from plant structure, it sometimes exhibits a faint network 
of, apparently, cellular structure. From its composition, solubility in 
alkalis and general chemical behavior it must be regarded as an almost 
pure form of peat ulmin. To the majority of those who have studied it, 
its mode of occurrence has suggested that it was formed as a liquid or 
plastic mass. Several suggestions may be advanced to account for this 
especial and peculiar occurrence of a peat ulmin: (1) Chance precipita- 


® Resolution of Coal by Oxidation; see p. 165, 


"eee — . - 
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tion (e. g., by a solution of iron sulfate) of ulmins dissolved in alkaline 
solutions produced by the disintegration of rocks ; (2) the formation of 
ulmins directly from solutions of amino-acids and carbohydrates pro- 
duced by bacterial action from the accumulated vegetable matter, giving 
first water-soluble and then water-insoluble, ulmins; and (3) interaction 
of the cellular tissue and the nitrogenous contents of the plant cells 
in situ (probably in general after partial decay) resulting when not quite 
complete in the network of cellular structure filled with jelly that is 
sometimes to be observed in dopplerite.7 

The similarity of form and occurrence of dopplerite and vitrain will 
be evident. Chemically, the two substances also show certain similari- 
ties, with just those differences that would be expected from their differ- 
ent geological ages. The similarities appear in their products of destruc- 
tive distillation. The tars from an Irish dopplerite and a Hamstead 
(Warwickshire) vitrain are of the same type, and the gaseous products, 
apart from a large and characteristic evolution of carbon dioxide from 
the younger ulmin, are almost identical, at all temperatures of distillation. 
The marked evolution of carbon dioxide (together with a large propor- 
tion of water) from the dopplerite indicates the presence in the molecule 
of carboxyl and hydroxyl groups that are easily split off and the differ- 
ences in composition between the dopplerite and the vitrain can be 
accounted for entirely by the splitting off of these external groupings. 
Concomitant with the loss of these oxygenated groupings, we should 
expect to find a loss of solubility in alkaline solutions, but an increase 
in solubility in organic solvents, as the residue approximates more and 
more closely to a hydrocarbon structure. This is in fact observed. 

We therefore consider that there are ample grounds for the conclusion 
that vitrain is similar to, though not identical with, dopplerite, and that 
it represents a more advanced stage in the process that has formed dop- 
plerite from the decaying vegetation. 

The proof of the close analogy between peat and coal, supported by 
the relationship found between dopplerite and vitrain, is completed by a 
demonstration of the identity of the amorphous material encrusting the 
plant structures in coal with that e&sentially free from plant entities, as 
in vitrain. api ; 

The four ingredients of banded bituminous coal—vitrain, clarain, 
durain, and fusain—show marked differences under the pga eae 
Vitrain is transparent and essentially free from plant structures; 


™Wi : 8, 1533. 

8 Ae pee ace eas as spore exines and cuticles many eppae 
vitrains show the forms of isolated or even generally distributed cellular ee, 
These vitrains can be regarded as impure or incomplete. ‘They were perhaps formec 
in situ from woody tissue that had not been entirely ulmified. 
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clarain shows numerous and varied structures in a transparent matrix; 
durain, a large variety of structures in an opaque granular matrix; and 
fusain consists almost entirely of blackened and thickened cellular tissues. 

We have been able to trace a marked relationship chemically between 
these four ingredients, and particularly between vitrain, clarain, and 
durain, displaying itself in a regular gradation in their composition, in 
their susceptibility to the action of solvents and reagents, and in their 
response to heat treatment. Thus, the gaseous products of distillation 
were substantially identical in composition and varied in the same man- 
ner with the temperature of distillation, though the quantities obtained 
decreased in the vitrain, clarain, and durain in the ratio 1.0:0.9:0.7. 
The same ratio applied to the general “reactivity” of the banded ingre- 
dients of the coal. The explanation of this relationship lies in the fact 
that the ingredients are compounded of two distinct types of substances, 
the one ‘“‘reactive,”’ the other relatively “inert.” 

The “reactive”? material appears to be of a similar nature in each 
‘ingredient, so that with the recognition of the essentially ulmic origin 
of the vitrain, the bulk of it can be considered as “reactive” and it 
follows that the “‘reactive”’ material of the remainder of the coal is also 
composed of altered (aged) ulmins, which must thus be present to the 
extent of 90 and 70 per cent., respectively, in the clarain and durain of 
the Hamstead coal.. There seems no reason to doubt the presence in 
the Hamstead coal (and, by inference, in other bituminous coals) of 
altered ulmins to this large extent, in complete analogy with the presence 
of soluble ulmins in peat. 

The question then remains as to the function in coal of the organized 
plant remains that form an apparently considerable part of clarain and 
durain. There are grounds (from a comparison of woody lignites with 
dopplerites) for the belief that certain of the plant structures, in particu- 
lar the cellular tissues, may exist in coal in a form similar chemically to 
the ulmins. Otherwise, the plant entities must constitute what we have 
termed the “inert’’ material of coal. 


DISCUSSION 


Davin Wuitr, Washington, D. C.—The idea foreshadowed in the 
two preceding papers that vitrain is essentially ulmic or humic matter 
is here more clearly expressed. The plant structures present in it, 
and which appear as accidental or shadowy residues are, I believe, 
largely of a common composition as well as origin with the ulmic decom- 
position matter, both being of carbohydrate origin. 

A. C. Fis~pner, Pittsburgh, Pa.—Separation by hand of the bright 
and dull coal bands of several individual samples of banded coal, and 
chemical analysis and coking tests of these portions have shown rather 
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minor differences in chemical composition. It may be that, in American 
coals, the differences between bright and dull bands, or clarain and 
durain, are not so marked as in the English coals. From the similarity 
of the chemical analyses, one is led to believe that the greater percentage 
of the ground mass in both bright and dull coal is of similar composition— 
that is, a product of ulmic matter. 

The principal difference between clarain and durain, or bright and 
dull coal, is in the coking properties. Typical bright coal, or anthraxylon, 
fuses completely, but durain, or attritus, does not fuse. Doctor Jeffrey’s 
work suggests following through the transformation of wood into coal 
with a view to determining the particular stage at which the woody’. 
disintegration product takes on itself the properties of fusing and becom- 
ing plastic, as in coking coal. 


* 
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Organic Sulfur Compounds in Coal 


By J. Jouty* ann R. V. WHEELER,{ SHEFFIELD, ENGLAND 


(New York Meeting, February, 1925) 


Tus short note on the probable character of the organic sulfur 
compounds in coal can do no more than indicate lines of research. We 
have no new experimental work to describe, nothing comparable in value 
with the careful studies of American coals by Powell and Parr! and 
Yancey and Frazer.2- A study of the manner in which sulfur compounds 
exist in British coals (and their behavior on heat treatment) is rendered 
increasingly necessary by the fact that the British reserves of good coking 
coals of reasonably low sulfur content are fast being depleted. We 
believe that it is essentially by a study of the modes of formation, occur- 
rence, and decomposition of the various types of inorganic and organic 
sulfur compounds in coal that it will be possible, with hope of success, 
to attack the problem of purifying coals, otherwise eminently suitable 
for coking, from these objectionable ingredients. 

Sulfur, so far as is at present known, does not normally occur in the 
free state in the coal conglomerate, but is chiefly distributed, irregularly, 
in three forms: 

1. As primary constituents of the coal conglomerate, organic in 
nature and probably associated with those molecular complexes that 
have resulted from the degradation of the proteins of the plant tissues 
responsible for the formation of the coal mass. These constituents can 
be classed as ‘‘organic sulfur.” 

2. As metallic sulfides, e.g., iron pyrites. 

3. As metallic sulfates, e.g., calcium sulfate and ferrous sulfate. (The 
occurrence of these compounds varies with the occurrence and degree 
of degradation of class 2.) 

It is usually found that sulfur compounds of class 3, the metallic 
sulfates, are present in coal in small proportions only, amounting to about 
1 or 1.5 per cent. of the total sulfur. The compounds in classes 1 and 2 
are therefore of more importance. Class 1 alone will receive considera- 


* Junior Assistant, Safety in Mines Research Board. 


j Professor of Fuel Technology, Sheffield University, and Director of Research, 
Safety in Mines Research Board. 


* Univ. Ill. Bull. 111 (1919); synopsis published in Trans. (1920) 63, 674. 
2 Univ. Ill. Bull. 125 (1921). 
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mon in this paper, though, when considering the possible forms in which 

organic sulfur” can be present in coal, it should be borne in mind that 
there may be a relationship between the occurrence of these organic 
complexes and that of the metallic sulfides, which may possibly also owe 
their presence in coal to the sulfur compounds originally present in 
the vegetation from which our coal measures were formed. 

On this subject, we receive help from researches dealing with the 
sulfur contained in modern plants, more particularly from those relating 
to the proteins in cereals. The sulfur in plants resides mainly in the 
proteins contained in their seeds (in the germ and its associated food 
supply), while some proteins are transported through the phloem cells 
of the living plant tissues. Little is known regarding the latter, because 
of their transient existence, but botanists have obtained a fair amount 
of success in their endeavors to elucidate the problem of the structure of 
the sulfur complexes which are invariably present as an integral part of 
the seed organs. 

Osborne has investigated the properties of the proteins in a number of _ 
cereals and has shown that they differ, in different cereals, in their 
reactivity under direct chemical attack. For example, on boiling the 
different seed materials with a 30-per-cent. solution of lead acetate during 
several hours at a temperature of 165° C., some of the sulfur could be 
isolated as cystine while the residues contained varying quantities of 
more stable sulfur compounds. The sulfur isolated as cystine Osborne 
termed ‘‘loosely bound sulfur” and the more stable compounds “‘resistant 
sulfur.”’ The proportions in which these are contained in cereals are 
indicated by the following data from his experiments: 


LoosELy 
Bounp Toran 
SULFUR SuLFUR 
TOTAL (Is0LATED as LoosELY 
SuLFuR, AS CYSTINE), Bounp, 
PROTEIN Per CEntT. Prer CrEnt. Per Cent. 
Phaseolin, from the kidney bean............. 0.312 0.072 23 
dey Hin, Re la ees vee sea ato oboe ae 0.880 0.346 40 
Glycinin, from the soy bean................- 0.710 0.320 46 
1.027 0.619 60 


Gliadins iromswheatewwert ccc: «lel lve 


From the results of many experiments, Osborne concluded that, in 
general, a protein rich in sulfur was not of necessity rich also in those 
compounds that were acted upon by the reagents he used, and that 
there was evidence of at least two types of sulfur complexes of different 
degrees of reactivity. ‘ 

It seems to be generally admitted that the degradation products of 
proteins are similar in character whether the proteins be of vegetable or 
animal origin. The work of Harris* on proteins of animal origin can 

: 3 Jnl. Amer. Chem. Soc. (1902) 24, 140. 
4 Proc. Roy. Soc. (1922) B. 94, 426. 
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therefore be drawn upon to supply evidence in support of Osborne’s 
views. Harris found that 89 per cent. of the sulfur in serum albumen 
could be isolated as cystine, the remainder being stable, while from 
ovalbumen only 14 per cent. could be isolated as cystine. He found, 
moreover, that the sulfur in proteins only becomes reactive under certain 
conditions of experiment and in all the organic compounds he investi- 
gated a proportion (which varied with the compound) of the sulfur 
existed in a very stable form. The isolation of the maximum quantity 
of organic sulfur was only possible under optimum conditions of experi- 
ment, which varied with each compound. 

The oxidation of cystine, which can be isolated as one of a group of 
dehydration products of proteins, has been studied® and it has been found 
that its reactivity (and that of its reduction product cystein) can be 
controlled in a suggestive manner. Cystine is a diamino acid, the 
disulfide of a-amino 6-thio propionic acid, of the formula: 

H.C——S-——_S-—_CH 2 
a 


ie 
H.N.HC CH.NH2 
| 


“S 

COOH COOH 
while its reduction product, cystein, is a mercaptan. The oxidation of 
these compounds can be accelerated by the presence of iron in minute 
quantities, while if a cyanide is also present, as an additional catalyst, 
the reaction is still further accelerated. For example, the presence of as 
little iron as M/10,000 was found to double the rate of oxidation. The 
oxidation process appears to be intra-molecular and the iron to act as an 
oxygen carrier, being loosely held in combination until the reaction is 
complete. Another important observation is that the rate of oxidation 
of cystine is greatly reduced by the presence of a solution of sodium, 
potassium, or calcium chloride of 4 mol. strength. 

Baumann and Goldmann’ have also studied the behavior of cystine 
toward reagents and have shown that it is remarkably inert toward 
many, while with all time of contact is an important factor. For 
example, in two experiments in which cystine was boiled with a 10-per- 
cent. sodium-hydroxide ‘and lead-acetate solution only 68 per cent. of 
its total sulfur was yielded as sulfide after 9 hours treatment and 83 per 
cent. after 33 hours. . 

Similarly, experiments by Schultz? on the treatment of cystine with a 
30 per cent. solution of sodium hydroxide in the presence of zine and 
oxide of bismuth, showed that 53 per cent. of the sulfur was obtained as 
sulfide after 10 hours boiling and 53.7 per cent. after 25 hours. 

5 Matthews and Walker, Jnl. Biol. Chem. (1908) 6, 289. 


6 Ztschr. physiol. Chem. (1888) 12, 257. 
7 Ztschr. physiol. Chem. (1898) 25, 16. 
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There is thus ample evidence regarding the existence, in the naturally 
Occurring organic sulfur compounds, of groupings containing sulfur that 
are not readily decomposed and are comparatively inactive ; while other 
groupings yield their sulfur fairly readily, probably as hydrogen sulfide, 
on treatment with reagents: It would seem also, from the general 
observations made by different experimenters, that a necessary pre- 
liminary to the resolution of the sulfur-containing complexes in proteins, 

- whereby the comparatively unstable compounds are formed, is their 
partial oxidation. 

This evidence of the stability, in favorable circumstances, of certain 
of the protein sulfur compounds in living plants suggests that some of the 
sulfur compounds that were present associated with plant entities that 
are still recognizable in, and can be isolated from, coal may not have 
been considerably changed during the coal-forming process, and may 
exist in coal today in a form but little modified. Certainly those parts 
of plants, cuticles and spore exines, that can be isolated from bituminous 
coals do not differ chemically to a great degree from the cuticles and 
spore exines of modern plants. The visible plant entities do not, how- 
ever, often form a considerable part of the coal mass, and there is no 
reliable evidence that organic sulfur may be concentrated in them. 
On the other hand, it is presumed that the formation of part of the ulmic 
ground mass of coal has been in the first instance by the condensation 
together, to form amino ulmins, of the carbohydrates and amino acids of 
the decaying plants. If cystine were involved in such a condensation, 
sulfur-containing organic compounds might be dispersed throughout 
the coal-forming mass. 

This latter appears to us the more likely hypothesis. It can be 
elaborated to explain the existence in coal (so evident on its destructive 
distillation) of varying proportions of organic sulfur compounds of 
different degrees of stability. As a generalization, it may be stated 
that vegetable tissues when undergoing decay suffer progressive oxida- 
tion. The oxidation is no doubt sometimes checked, because of tem- 
porary adverse conditions, and may proceed again; or it may be 
permanently stopped according to the particular environment of the 
decaying materials. We thus have the conditions necessary to promote 
the resolution of the sulfur-containing complexes in the proteins with the 
production of a proportion, dependent on the environment, of compara~ 
tively unstable compounds. Further, by analogy with the behavior of 
cystine under the action of catalysts, it can be understood that the 
action of ferruginous waters on the vegetable material undergoing decay 
would be to hasten the resolution of the proteins while the action of 
alkaline waters would be to preserve them. 

Here our conjectures cease. The experimental work we have under- 
taken to test them is designed to estimate the proportions of relatively 
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stable and unstable organic sulfur compounds, which undoubtedly exist 
in coal and, ultimately, to determine their character. 


DISCUSSION 


S. W. Parr, Urbana, Ill.—The paper works back to the organic 
compounds and their probable types through the medium of sulfur, but 
our practical interest does not lead us in that direction. We want to 
know how much of the sulfur is mineral and how muchis organic? Fortu- 
nately the organic sulfur is not easily dissolved and the mineral sulfur is. 
By a purely empirical method, dilute ordinary hydrochloric acid, if given 
time enough, will dissolve the mineral sulfur and not touch the organic 
sulfur. The separation can be hastened considerably by warming the 
solution a little. In the coking of this material, it does not make any 
difference whether the sulfur is in the mineral or in the organic form. 
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4 
Selective Combustion in Coal 


By F. S. Stynart,* East Greenwicu; ENGLAND 
(New York Meeting, February, 1925) * 


Tuts paper is the outcome of an extended investigation carried out 
in association with Dr. L. Slater. The inquiry had been continued in 
various directions and a number of results are quoted from an investiga- 
tion recently completed by S. H. Jenkins. In projecting the work some 
five years ago, the author had in view a general attack on the problem 
of the spontaneous combustion of coal from an angle that had received 
little attention. The basic idea was to obtain a “slow motion study”’ 
of the active combustion of coal. This included an examination of the 
conditions prevailing in a mass of coal at the moment when active com- 
bustion ceases. It was thought that, if the factors governing the extinc- 
tion of combustion in coal could be definitely established, it might offer 
an explanation of the manner in which the spontaneous combustion 
of coal originates. 

The inquiry arose from a detailed study of the properties of fusain 
that the author began in 1918. Fusain seemed to possess characteristics 
quite distinct from the coal with which it was associated, for if it were 
collected into a heap and one portion were heated by a small flame the 
combustion would traverse the whole mass. This combustion was not 
accompanied by smoke and passed slowly through the heap of material. 
Later, it was found that coals, including anthracites, would behave in a 
similar manner provided they were in the form of powder and that the 
particles were smaller than a certain size. The limiting size of particles 
is a definite characteristic of the coals investigated. In view of the fact 
that fusain exists with coal in a state that enables it to undergo this 
particular form of combustion, it must be assumed, sometimes, to playa 
definite part in the spontaneous combustion of coal in the goaf (waste). 

Tables 1 and 2 contain the analyses of samples of dust collected from 
a mine and from a dust collector. Some idea of the degree of fineness of 
the particles of fusain may be obtained from a study of the analyses of 
the dust from the dust collector; 80 per cent. of the dust would pass 
through a 200-mesh screen while the fusain was concentrated in the finest 
dust. The material that passed through a 90-mesh screen contained 
54 per cent. of fusain while that between a 30- and a 90-mesh only con- 
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tained 13 per cent. 
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All the samples would propagate a zone of combus- 


tion when one portion of a heap was heated with a small flame. 


TaBLE 1.—Amount of Fusain Found in Mine Dust 


a | Sample Sample Remple Speen: 
al | pier : Ber Cont | Par Cent. Por Camis 
: | | 
Moisture, .c0 se eet eee | 1.3 0.9 1.4 1.4 
Malina sharks te eee F287 Ot 23.2 19.2 
Volatile-matter 7 <5\.c2s-ehe ae te Sareea a6 25.0 25.4 
Volatile matter less moisture... .. 20.5 21.6 23.6 24.0 
COke ne ie tee eee ee ven Feo 77.5 75.0 74.6 
Fixed carbon...... |) * 49.5 Girae et) 5tes 55.4 
Busaineien. S2.d: Se eee ee 25 47 16 21 
| 
TABLE 2.—EHzamination of Dust from Dust-collector 
(Average sample; proximate analysis) 
Per Cent. 
Moisture spte dann ceaeis svcud oo Wass lop burs otow Saece hee eee 12 
FN) ENS Cir een Ia ee CeIn Borie, RA ing ols h saree nce all 
Volatile: matters,s acc: os © ocucctocrs tearttanctsh chat aie eee 22.6 
Volatile matter less moristiures. soe eee ites eens eee ene 21.4 
Coke: Hess, Gas SAP, Six eke ete eee, eet ee 77.4 
Fixed carbongsa, corsa are e aiee o oaletetee tis anne See ee 68.3 
FUsain 5:35 dcp vebvwia ce nas Sea So akon k ieee eee ee ee 49 
QUANTITATIVE StEvING TEsT oF THE Dust SHOWED 
A hove; B0=ines lh pariah sc cays cama eee ewan Lee eee 0.0 
30-760: 60-mesh. itp c.c.4 oct tears eeant epee eee ee, eee 1.5 
60- to... 90-meshts7 i. 72a. ace eortrorh sass Hee ate satis Caer Oe ene 3.0 
90= to 200-meshs.S tc cs.cc teat elie oe ee ee TSS 55 
Through 200-meésh sg i02i.. Tot pee ee ee ee 80.0 
ANALYSES OF FRACTIONS 
30- To 90-mEsH TurovucH 90-MESsH 
PER Per 
Cent CENT. . 
MOIstUreceacnt che cyan ween 2). LueMoisturel}. Sees eee ee ee Le 
Ashi te tirht. tie: a eee 7.0): WASH. at}... Selene eee een ee 9.6 
Volatilesmatterccsaq ee eee 3153 eVolatilematicress er naeeen nee PAN A 
Volatile matter less moisture....... 29.2 Volatile matter less moisture...... 20.2 
(OK Orr terstevepor ie) chere teen reat ema 63370. Coket a2 ee neta ee ee 78.6 
MixedeCarbOna=....m oe aye G17) Pixed ‘carbon =. 2 eee 69.0 
Musas yy sete See ea eee 13s Pusain Matters ae cae 54 


It may be mentioned that the seams from which these dusts were pro- 
duced only contained about 1.5 per cent. of fusain. 


PROPAGATION OF ZONE OF COMBUSTION 


The experiments on the propagation of a zone of combustion were 
carried out in the following manner: Cones of pulverized coal of standard 
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size and with uniform packing of the particles were formed by filling a 
glass funnel with coal and inverting it upon a silica plate (Fig. 1). The 
coal dust was allowed to fall into the funnel from an orifice placed at a 
constant level above it, and the excess of coal above the edge of the 
funnel was removed by means of a broad sharp blade. 

The apex of the cone was heated momentarily with a small flame. 
The combustion thus initiated develops into a zone which passes regu- 
larly throughout the mass, provided the conditions mentioned later are 
satisfied. The combustion is characterized by two well-defined stages: 
First the color of the coal changes from brown to black, and this is 
succeeded by a zone in which rapid combustion occurs. The fact that 
combustion is taking place is not always apparent, as the temperature 
attained is only sufficient to produce a dull red glow. That the first 
stage of the combustion is clearly defined was proved by experiments in 


Fic. 1.—PROPAGATION OF ZONE OF COMBUSTION. 


which the combustion was allowed to proceed under similar conditions 
but in a limited supply of air. The combustion is accompanied by little 
smoke and the odor evolved is similar to that noticed in the early stages 
of a gob fire. 

When the combustion has started in a heap of coal dust, the area 
may spread until every part, except the portion in contact with the plate 
on which the coal is standing, has been oxidized. If the combustion 
proceeds vigorously, some part of the coal may be completely oxidized 
and ash alone may remain. If the combustion takes place slowly, either 
because the particles are large or because the supply of air is limited, a 
cone-like residue is formed. If the residue from the combustion in a 
restricted supply of air is allowed to cool and one portion of the mass is 
again heated, a zone of combustion will again travel throughout the 
heap. This experiment has been repeated four times with one charge of 
coal; only part of the oxidizable material in the heap is affected during 
each combustion. The explanation that suggests itself is that each oxida- 
tion is a differential one. It is presumed that with more refined experi- 
mental methods the number of combustions might be increased. The 
experiment disproves the belief that when a gob fire has occurred in a 
certain mass of coal, or in one part of a mine, a second gob fire cannot 
take place in the same coal or in the same region. There appears to be 
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no reason why a gob fire should not occur a number of times in the same 
quantity of coal. 

The zone of oxidation may not spread uniformly throughout the heap, 
but may follow a well-defined path and leave the remainder of the coal 
nearly unaffected. The exact conditions that are favorable to the prop- 
agation of a zone of combustion in a particular region cannot be 
defined accurately at present, but absence of uniformity in the packing 
of the particles has a marked influence. It is not possible to assume that 
the combustion follows the path of most open packing, although experi- 
ments in which the powdered coal was placed under pressure have shown 
that the propagation of the zone was then retarded or entirely prevented. 

The behavior of the coal during the period of active combustion, 
i.€., a8 the zone of combustion is passing, varies not only with the type of 
coal and the oxygen available, but with the size of the particles. When 
the oxidation is allowed to proceed in the presence of an excess of air, 
the mass of coal decreases in volume if the particles are below a critical 
size. When larger particles are associated with the fine coal, the oxida- 
tion is accompanied by a slight increase in the volume of the mass if the 
coal is a caking variety. It is found that a portion of the coal may 
undergo more complete oxidation while the residue is partly oxidized 
and carbonized. The carbonized particles are converted into minute 
spheres of coke-like material. When the heap has a surface that is 
vertical or at an angle greater than the angle of rest of the coke-like 
product, the spheres of the latter will roll from the zone of combustion 
and may then be collected at the base of the heap. With anthracites, 
which are non-caking and non-swelling, there is a slight decrease in the 
size of the heap during oxidation. 

Although the oxidation may be proceeding along a definite Avie the 
change in volume produced in the mass at the moment of active oxidation 
may be such as to prevent the zone of combustion proceeding farther in 


a particular direction. Only caking coals have been examined in 
this connection. 


TaBLE 3.—Limiting Size of Particles of Three Coals 


Anthracite Ravine | Arley 
Fi f | . s . 
Bes cribat Oxidation seas Oxidation ARE Oxidation 
1.1142 Complete 1.350 Complete 1.370 Complete 
1.1501 Incomplete 1.385 Complete 1.1388 Complete 
1.1667 |No combustion; 1.1497 Complete 1.405 Complete 
1.563 Complete 1.455 Complete 
1.1655; No combustion 1.489 Complete 
ie L602 Complete 
1.684 | No combustion 
ee 


_ (CY a ee i i 
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TaBLE 4.—Values Obtained in the Screening Tests and Analyses of the 


Coals 
I nee 
Hours Per 2 Per Cent. 
Grinding ee cope | anges | eo, Cemt. 60 irsceh aes 
, 200-mesh 
RAVINE 
1 32.14 8.36 12.47 7.42 39.61 1.2157 
2 23.50 8.44 15.07 9.75 43.30 1.2138 
3 24.07 9.87 16.60 7.65 41.81 1.2118 
4 15.45 11.88 14.43 8.86 49.39 1.1983 
5 6.94 8.99 13.65 8.25 62.24 1.1859 
7 1.61 3.09 11.87 9.53 73.90 1.1655 
9 0.58 0.76 3.93 4.63 90.13 1.1563 
13 0.20 0.46 3.34 2.67 93.32 1.1497 
16 0.91 0.48 172 2.43 94.45 1.1885 
20 1.56 1.06 2.03 g 1.28 94.2 1.1350 
ARLEY 
1 25.28 8.30 Tega 7.33 46.25 1.2155 
2 20.28 8.62 14.36 6.02 50.48 1.2090 
3 5.63 6.12 16.26 5.02 68.00 1.1801 
4 2.05 2.96 11.07 5.78 78.40 1.1684 
5 1.07 1.40 6.73 7.70 83.20 1.1602 
7 1.45 1.50 5.05 1.94 90.00 1.1489 
9 aye 1.45 2.96 1.75 92.40 1.1455 
13 2.46 1.55 3.68 2.00 90.40 1.1405 
16 O78 2.40 4.96 2.70 87.20 1.1318 
20 3.4 1.48 5.20 4.20 83.60 1.1370 
Mountain MINE 
= SS Es 
1 24.09 10.62 14.68 6.67 43.94 1.2214 
2 20.92 8.97 17.15 7.81 45.15 1.2082 
3 7.25 9.99 15.40 Te 59.63 1.1888 
4 2.56 4.16 1268 10.63 70.48 1.1776 
5 1.43 273 11.11 5.94 78.79 1.1685 
7 1.37 1.16 5.44 7.65 84.38 1.1605 
9 bag 1.24 4.11 6.44 86.96 1.1548 
13 1.89 1.61 3.55 3.51 89.48 1.1469 
16 2.55 2.05 4,29 4.16 86.94 1.1431 
20 3.36 1.91 6.29 4.32 84.14 1.1413 
a ee 


PROXIMATE ANALYSES 
Mountain ARLEY RAVINE 


MINE MINE MINE 
i Zao 1.93 2.42 
IM (@TEURU GE. esol een oh Ean Gece 3 1 oN DoE GDR EID CIO) 
ae I ee ia 3.52 3.23 4.05 
Alena LLeCcn me cimbinis creieicioiiers ciel coe <1? ter eve oe © Ghapere age sees puenecriecn.® 26.46 a e - a 
Volatile matter less moisture...........---- eee ce reese ett 23.573 : } 
(OM Bc aca 0 cckedieeaitiln 6.04 5 Ch ONO CO REE Se OT CRCIONGE OR IEC aS aS 2 73.54 64.66 63.44 
Fixed Cron ee ee ote ay tees eres one ae Siete isin Me nana se ot Me 70.62 61.43 59.39 
UntTimMAaTE ANALYSES 
(SI GA BYSNRE ecu npcr cai outed Daten OL e eo EON DI OE  CRO) Ce Ca eR Cea as 81.94 82.32 78.42 
“alee Se. ON OE AA ee ee 5.28 5.51 5.24 
Nit OMNI eet 1.16 1.54 1.50 
ieee I ek ean onmaet ts iL Gul 1.45 2.28 
ory Bre re reece rai: mentee ape Ge ae 
CT hiccintio elo Oe DOO US CoO ORG Oe, RGtERIDID CeCe aI eon 
8 8.41 
Oxygen (by difference).........++++++ Dac RET DIES OREO URED otro OF 6.39 5.89 
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Table 3 records the limiting size of particles for three coals—Arley, 
Ravine, and an anthracite. The fineness was determined by an exhaus- 
tive screening test and is expressed in the terms of the figure of fineness. * 

With Ravine coal, all samples in a finer state of division than that 

corresponding with a figure of fineness 1.1655 would ignite readily and the 
combustion would proceed throughout the mass of coal dust. With 
the Arley coal, the oxidation would proceed over a much wider range, 
for all dusts finer than indicated by a figure of fineness 1.1684 would 
ignite and burn completely. Anthracite obtained by grinding during 
20 hours (figure of fineness 1.1142; 98 per cent. through 200-mesh) 
would ignite and the combustion would proceed until the oxidation was 
complete, but specimens coarser than this could not be made to burn 
completely. These results indicate that two factors predominate: the 
character of the coal; and the fineness of division of the coal. 

The two bituminous coals show that a sharply defined value exists 
for the critical degree of fineness necessary to enable the combustion to 
proceed and indicate that the ratio of surface exposed to the weight of the 
particles is a factor in deciding whether the oxidation of the coal will 
proceed autogenously under the conditions postulated. It would appear 
that experiments on the oxidation of coal by earlier investigators may 
have yielded erratic results from the fact that the particles of individual 


specimens of the coal may have been above or below the critical degree 
of fineness. 


RATE OF PROPAGATION OF A ZONE OF COMBUSTION 


It was thought that the rate of oxidation of the dusts might offer 
means of determining the liability of a coal to spontaneous combustion, 
so attempts were made to obtain a measure of the rate at which combus- 
tion was occurring. The method adopted was to allow the dust to 
oxidize in a narrow “train” and to note the time required for the com- 
bustion to pass from point to point. 

A metal trough, 5 in. long, 14 in. in width, D-shaped in cross section 
and closed at the ends, was used to make the “train” of coal dust. The 
trough was held in position horizontally beneath an orifice and dust was 
run into it, in a thin stream, until it was filled and overflowing at the 
sides; the excess was then removed by means of a sharp blade until the 
coal was level with the edges of the trough. A thin silica plate 7 
by 1 in., graduated by a series of lines 1 in. apart at right angles to the 
longer dimension of the plate, was placed on the trough. The whole 
was then inverted and placed on a firm base, and the metal trough care- 
fully removed so as to avoid any displacement of the coal dust. A heap, 
or “train,” of coal dust remained on the plate 5 in. long, the same height 


' Fuel in Sci. & Prac. (1923) 2, 142. 
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throughout its length, and uniformly packed. The apparatus was 
protected from drafts. The trough and plate with a train of coal in 
position are shown in Fig. 2. 

The train of coal was ignited at one end by a small flame; the oxida- 
tion was found to proceed at a perfectly uniform rate to the opposite 
end of the train, leaving a residue of coke or of ash according to the 
method of treatment. 

_ The front of the zone of combustion: could be readily followed by 
observing the sharp color change in the coal dust from brown to black. 
The time taken for the oxidation to proceed over a definite length of 4 in. 
of train was determined. The results obtained are given in Table 5. 


TaBLE 5.—Rate of Propagation of Combustion 


| : : 
Coal | pore | Figure of Fineness Combustion over 4 
INGA Nees SA eae, GO pe t= ein 36 1.1320 24 
20 1.1370 24 
16 1.1338 24 
13 1.1405 24 
9 1.1455 2814 
7 1.1489 ol 
5 1.1602 364 
4 | 1.1684 4214 
No combustion with larger particles 
Mountain mine: 50. 02..5 0052. 20 1.1413 | 24 
| 16 1.1431 261% 
| 13 1.1469 | 29 
| 9 1.1548 | 36 
No combustion with larger particles 
Han vall Gheceseresr ent sterere coee: ats ee = 20 1.1350 2216 
16 | 1.1385 | 28 
13 1.1497 34 
9 1.1563 | 38 
7 1.1655 48 


Propagation of combustion along 
train did not take place even with 
finest powders. 


PEE ser NT i et 

The most finely ground specimens of Arley and Mountain Mine coal 
required the same period of time (24 min.) to burn over a length of 4 in. 
of the train, while the Ravine coal for a similar degree of fineness only 


required 2214 min. This indicates a marked readiness op the part of 
the latter coal to oxidize in the air; a significant observation in view of 


PAmHMAGiUemen meet cote ce ee saree 


196 SELECTIVE COMBUSTION IN COAL 


the fact that the Ravine coal is liable to undergo spontaneous heating 
in the goaf. 

It will be observed that the results correspond, in general, with those 
obtained when conical heaps were used. Both the Arley and the Ravine 
coal dusts failed to propagate a zone of combustion along the train when 
the sizes of the particles were similar to those that failed to allow of 
propagation in the heaps; while with the Mountain Mine coal progressive 
combustion of the particles below the figure of fineness 1.1548 did 
not occur. 

Attention must be called to the great difference in the time required 
for the propagation with alterations in the degree of fineness of the dusts. 

Within the limits of the experiments herein recorded, Arley coal 
required from 24 min. to 42)4 min. for the combustion to travel 4 in., 


Fig. 2,.—DETERMINING RATE OF PROPAGATION OF A ZONE OF COMBUSTION. 


according to the degree of fineness of the particles. In view of this varia- 
tion, it would not appear possible to standardize the present method of 
examining the liability of a coal to spontaneous combustion unless the 
dust is in a state of division approaching the limiting degree of fineness as 
indicated by the “‘figure of fineness.”” As the limit of fineness is reached, 
the rate of combustion along a train assumes a limiting value; and this 
limiting value for the rate of combustion may afford a measure of the 
liability of the coal to undergo spontaneous combustion. 

The limiting value for the rate of combustion appears to have been 
reached with one coal only, the Arley, which shows the same rate of 
combustion for samples ground for 16, 20, and 36 hours, respectively. 
Mountain Mine and Ravine coals do not exhibit this approach to a limit. 
Although the combustion proceeds in the train of Mountain Mine coal 
dust within narrower limits of fineness of the dust than obtains with 
either Ravine or Arley coals, with samples of comparable fineness the 
rate of combustion with the Mountain Mine coal is greater than with 
either of the other two coals. The fact that the limiting value for the 
rate of combustion is suddenly attained with the Arley coal indicates the 
possibility of there being an equally abrupt approach to the maximum ° 
rate of combustion with the other coals as the state of division of the 
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dust. particles is increased; and it is necessary that before anything 
definite is stated with regard to this particular point a larger number of 
coals that have been ground during an extended period should be tested. 


Moprryine INFLUENCE or Various Comprounps ON Rate or Com- 
BUSTION € 


It was considered desirable to examine the modifying influence of 
the addition of various compounds on the rate’ of combustion of finely 
powdered coal under the conditions of the present experiments. As a 
preliminary experiment, the influence of the presence of finely divided 
calcium carbonate was investigated. Pure calcium carbonate that had 
passed through a 150-mesh sieve was intimately mixed in various pro- 
portions with Arley coal (figure of fineness 1.1489). These mixtures 
were formed into trains and the rates of combustion determined in the 
manner previously described. The results obtained are given in Table 6. 


TABLE 6.—Combustion Rate of Coal and Calcium Carbonate Mixtures 


Coal, ) Calcium Carbonate, Combustion Time for 4 In,, 
Per Cent. Per Cent. Minutes 
100 0 | 31 
90 10 3016 
80 20 31 
70 30 | 31 


It will be observed that increased proportions of calcium carbonate 
failed to retard the rate of combustion; it required the addition of 70 
per cent. of calcium carbonate to prevent entirely the propagation of a 
zone of combustion. 

It was considered of interest to examine the effect of adding finely 
pulverized rock dust to the coal. Mixtures were made of various pro- 
portions of pulverized shale, which had pagsed through a 200-mesh 
sieve, and Arley coal of the figure of fineness 1.1370. It was found that 
the limiting quantity of stone dust in admixture with the coal dust that 
would just permit of combustion passing through the heap was 52 per 
cent. With a greater percentage, the mixture failed to ignite; while 
with lower percentages oxidation proceeded regularly throughout the 
train of mixture. 

The possible catalytic effect of the presence of small amounts of 
ankerites containing manganese and ferrous salts was now examined. 
For this purpose, admixtures were made with Arley coal of a Te : 
1.1684 (figure of fineness). Coal dust of this size has a very slow rate ) 
burning and was chosen because any increase in the rate of combustion 
due to catalytic action would be more readily observed. The time 
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required for the combustion to travel in the pure coal dust over a length 
of 4 in. of train was 4214 min. When small quantities of manganese 
and ferrous salts were added the results were: 


MInvtTEs 
1 per cent. manganese carbonate...........-....+--+ este eens 42 
1 percent. ferrous sulfate. ......0..-0ree ease eee ener tees 4246 
1 per cent. ankerites from Arley coal.............----.-++++++- 4214 


There is apparently a slightly increased rate of combustion in the 
mixture containing manganese carbonate, but a variation of }4 min. in 
the measurement of the time is within the range of experimental error. 


TEMPERATURE RECORDED DURING COMBUSTION 


A platinum, platinum-rhodium thermocouple was introduced into 
a cone of coal dust in the manner shown in Fig. 3, the point of the couple 
being fixed centrally and 14 in. from the apex.?. The apex of the cone was 
ignited, and a record of the temperature was made at 1-min. intervals. 
The results when using anthracite dust are given in Table 7. Only the 
values at 5-min. intervals are quoted for the sake of brevity. 


TasLe 7.—Combustion Temperature of Anthracite 


TIME, TIME, 
MINUTES DeaGress C. MINuUtTES DEGREES C. 
0 “35 25 580 
5 150 26 585 
10 410 30 560 
15 520 35 420 
20 550 


Similar results were obtained with other coals, thus: Arley having 
a figure of fineness of 1.1370, the temperature reached 485° C. and 
remained stationary for 2 min. then rose to a maximum of 510° C. 
Ravine having a figure of fineness of 1.1350, had a gradual rise in 
temperature to 480° C., where it remained stationary for 2 min. then 
rose to a maximum of 540° C. Mountain Mine, having a figure of fine- 
ness of 1.1413, had a gradual rise to 450° C., where it remained stationary 
for 2 min. then rose to 510° C. maximum. 

In each instance a maximum temperature is recorded varying from 
510° to 585° C., and in the combustion of bituminous coals two distinct 
stages can be recognized marked by a pause in the rise of temperature. 
No stationary intermediate temperature could be detected with anthra- 
cite, but the rate of increase of the temperature became slower between 
520° and 550°C. The fact that a first and second maximum are observed 
lends some support to the theory that a dual oxidation is proceeding. 


i ; : 2 3 
The glass funnel shown was not used in this series of experiments. 
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It is apparent that, other factors remaining con i 
consideration which decides the oxidation of the Be is een, a: 
the oxygen is able to react with the organic substances. Certain of the 
factors have already been discussed, and it is now proposed to consider 
the effect of variations in the oxygen supply. , 

Experiments were carried out with a cone of coal (Arl 
of fineness 1.1370). The air was controlled by means . ot a et 
was placed over the cone of coal as shown in Fig. 3. This funnel nor- 
mally fitted closely to the glass plate upon which the cone of coal rested 
and the air supply could be controlled by raising it above the glass plate! 
The height of the funnel from the glass plate was regulated by ier 
posing between the edge of the funnel and the plate different numbers 
of very thin glass micro-cover slips. In the experiments to be described, 


ro 


LBS SS, 
CL LLL 
Fi1a. 3.—DETERMINING TEMPERATURE DURING COMBUSTION. 


the coal dust was placed in position upon the glass plate in the manner 
already explained; the apex of the cone of coal was ignited, and the outer 
funnel placed in position resting over the cone of coal and maintained 
the distance of one cover-slip thickness from the glass plate. Thirty 
seconds after placing the funnel in position, the smoke that had been 
given off from the tip of the cone on first ignition ceased to be evolved. 
Moisture was deposited upon the inner surface of the funnel, and the 
oxidation spread regularly to the base of the heap, as could be detected 
by the change in color of the coal. The maximum temperature observed 
during the combustion was 280° C. The gases issuing from the stem of 
the funnel possessed a characteristic odor, apparently due to the presence 
of acetone. When the combustion had spread to the base of the heap, 
the funnel was removed and the heap of coal scattered upon the glass 


plate. Vigorous combustion immediately took place over the scattered 
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surface, various points reaching a temperature of go0° C. In a second 
experiment, combustion spread throughout the coal and again reached a 
temperature of 280° C., when further oxidation ceased. After the heap 
had assumed the normal room temperature, the funnel was removed and 
the heap cut into sections and examined. At no point could complete 
combustion resulting in the production of ash be observed. This is a 
distinctly different result from that obtained when the coal was allowed 
to burn in an excess of air. It would appear that with bituminous coals 
a preliminary oxidation occurs in which some very readily oxidizable 
constituent actively reacts with a comparatively limited supply of alr. 


ane 
fy 


CMM 
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Fic. 4.—APPARATUS FOR CONTROLLED OXIDATION OF COAL. 


Further tests were performed with the same apparatus supplying 
increasing volumes of air to the coal, by inserting two or more glass 
micro-cover slips between the funnel and the glass plate. It was found 
that the combustion could be modified until, with an excess of air, the 
coal oxidized completely. 

Investigation suggested a container which allowed the oxidation to 
proceed as in the small conical heaps but in a controlled manner. A 
sectional diagram of this container is shown at (a) Fig. 4. It consists of a 
thin metal cylinder A, 5! in. long, provided with a close-fitting lid and 
having an outlet at B and three short tubes at C. placed vertically below 
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one another and 1 in. apart. The outlet from the lid is at D. A thin 
metal collar # is soldered on the inside of the Sonic A and to this is sold- 
ered a cylinder made from 100-mesh gauze, which is 1gin. smaller in diam- 
eter than Aand4in.long. The gauze cylinder is pierced with holes cut to 
fit the thermometers F that pass through the side tubes C. A disk of 
100-mesh gauze is soldered inside the cylinder A, in order to distribute 
evenly the air supplied. The general arrangement of the apparatus for 
carrying out an experiment is shown in Fig. 4; and needs no description. 

An experiment was carried out in the following manner. Three 
thermometers F were inserted through the side tubes C, and held in rubber 
stoppers so that the bulbs were centrally placed along the axis of the 
gauze cage. Coal dust was gently poured into the cage from an orifice 
placed at a definite height above the top of the cylinder A until the 
gauze container was filled to the height G. A supply of air (at a definite 
rate) was passed through the inlet, and the tip of the cone of coal above 
the level G was ignited by means of a small gas flame. The lid was 
placed in position and the joint made gas-tight. The temperatures 
recorded by the thermometers were noted at 5-min. intervals; the results 
are given in Tables 8 to 11. (To simplify the tables only essential 
readings are quoted.) 

It will be observed that in each experiment the thermometers in turn 
indicated a maximum. When an experiment was completed the ther- 
mometers were withdrawn, the product remaining in the gauze cage 
removed and examined as in the previous series of experiments. The 


TABLE 8.—Rate of Air Supply 4412 Cubic Centimeters per Hour 


Thermometer Readings, Degrees C. 


| Fi F2 Fs 

3:0 | 35 | 24 22 
3:15 114 27 24 
3:20 128 29 25 
S320 | 134 (max.) 31 Pil 

3:30 132 32 27 

4:0 74 43 29 
4:15 57 97 32 
4:20 50 105 ad 
AR25 46 111 (max.) 35 

4:55 36 | 66 100 

5:0 | 37 | 63 112 
5:05 | 36 | 62 | 14 
5:10 | 36 | 55 | 182 (max.) 
5:15 | 35 53 115 
6:30 | 22 22 


* 
\ 
bd or 
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TaBE 9.—Rate of Air Supply 4491 Cubic Centimeters per H our 


i eee ie ee SS 


Thermometer Readings, Degrees C. 
Time — 
Fi F2 | Fs 

3:45 : 22 20 20 

33 yay 86 24 | 23 
4:05 164 | 31 20 
4:10 167 (max.) 34 29 
4:45 2 113 | 35 
5:0 63 130 37 
5:10 53 131 (max.) | 38 
5:30 41 79 | 92 
5:45 38 66 | 132 
DDO 39 59 148 (max.) 
6:30 37 43 103 
7:10 18 18 23 


TaBLE 10.—Rate of Air Supply 6000 Cubic Centimeters per Hour 


Thermometer Readings, Degrees C. 


Time ——— —— — 
Fy F: | F3 
2200 | 26 21 | 22 
2:30 | 143 29 28 
2:40 | 182 (max.) 33 31 
| 101 76 | 37 
| 94 | 99 38 
3:15 | 85 | 180 40 
3:25 | 70 152 (max.) 43 
4:0 48 78 149 
4:10 48 68 | 161 (max.) 
4:30 | 44 50 140 
5:0). 41 | 44 88 
5:15 40 | 94 | 68 
6:0 | 38 47 | 109 
6:15 38 ee ee) 
6:30 36 | 40 | 48 


ss 


whole of the product occupying the container had changed in color from 
brown to black, indicating that the wave of oxidation had in its progress 
completely enveloped the thermometer bulbs (except in one experiment), 
so that the temperatures recorded were those in the mass of the oxidizing 
coal and were not due to the passage of the zone of oxidation near to the 
thermometer bulbs. The exception is indicated by the maximum shown 
by F: in Table 11, where subsequent examination showed the bulb of the 
thermometer to have been just to one side of the path of the oxidation. 
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TaBLy 11.—Rate of Air Supply 6340 Cubic Centimeters per Hour 


Thermometer Readings, Degrees C. 


Time a ee Lb 
Fi Fo F3 
« 
2:45 28 Da 23 
3:0 139 29 ; 27 
3:15 234 (max.) aT) ee 32 
3:30 127 62 37 
3:45 90 150 41 
4:05 74 174 (max.) 45 
4:15 61 150 55 
4:30 54 106 141 
4:30 51 84 227 (max.) 
5:05 50 61 | 142 


Fig. 5 shows graphically the variations in temperature as the oxida- 
tion passed through the coal in the experiment, the results of which 
are given in Table 9. 

The experiments of which the results are given were carried out with 
increasing volumes of air; it will be noted that, in general, increasing 


180 x fr ] 
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Temperature, Degrees C 
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| 
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O45 415 445 Scien oS 6.15 645 7.10 
Time 
Fic. 5.—VARIATIONS IN TEMPERATURE DURING OXIDATION. 


rates of air supply produce increasing temperatures during oxidation, 
and that between the range of supply of 4400 to 6340 c. ¢. per hr., the 
oxidation will pass through the mass maintaining approximately the 
same temperature throughout. If the rate of supply of the air falls 
below 4400 c. c. per hr., the initial oxidation induced at the tip of the 
cone of coal would not always proceed through the mass. Five experi- 
ments were attempted with an air supply at this rate; of these, four 


204 . SELECTIVE COMBUSTION IN COAL 


failed to propagate. the oxidation and one gave the results shown in 
Table 8, which records the lowest temperature at which the propagation 
has been observed to take place. A rate of supply of 6340 c. c. per hr. 
tended to produce very vigorous combustion when the wave of oxidation 
had reached the inlet end of the container. In this experiment, between 
passing the third thermometer F’; (Table 11) and reaching the end of the 
column of coal the rate of oxidation would appear to have increased. 

The slow rate of travel of the wave of oxidation through the coal is 
noteworthy. The time between successive maxima, as indicated by 
the thermometers, varies between 60 and 40 min. 

The possibility of the development of this form of low-temperature 
slow oxidation into active combustion was illustrated by two experiments, 
in which the slow oxidation was produced at a temperature of 160° by a 
repetition of the experiment recorded in Table 9. The oxidation was 
allowed to proceed for 10 min. after the first thermometer Ff; had indi- 
cated a maximum of 160°; the air supply was then increased to 8000 c. c. 
per hr. After a lapse of 5 min., thermometers /; and F2 indicated a 
very rapid rise of temperature beyond 360° C. and the air supply was 
stopped to check the complete inflammation of the coal. 

A number of laboratory experiments have been carried out in which 
coal has been heated externally while a current of air is passed through. 
Determinations have been made of the temperature developed by a 
thermometer inserted at one point in the coal. Such a determination 
does not necessarily give the temperature of the coal. It is clear from 
the work of Winmill and Graham that coal may readily oxidize under 
certain conditions to produce temperatures of approximately 130° C. 
The work described here shows that once this temperature is achieved 
rapid oxidation may pass through the coal along a very irregular path 
and give quite erroneous figures for the temperatures in the mass. 

Again, in considering the sources of underground heatings it would 
appear that oxidation once initiated in the fine material in the goaf is 
capable of traveling in a haphazard fashion at the rate of 2 ft. in 24 hr., 
and of developing into active combustion when the oxygen supply is 
sufficient. It is doubtful if the presence of large proportions of stone 
dust is capable of arresting the travel of such oxidation. 

The character of the oxidations that have been described sug- 
gests a method for the determination of the temperature which a 
sample of coal must attain before the oxidation can pass rapidly into 
active combustion or can propagate through the mass in the absence of 
sufficient air. The conditions existing at this lower limiting temperature 
are such that the heat produced in the one layer of coal is enough to 
permit the next layer to be heated above that temperature at which the 
heat produced by oxidation can propagate to the next layer. If the 
amount of heat lost through radiation and convection to the outgoing 
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air and to the apparatus is so great that this temperature is not achieved, 
the oxidation will cease and the coal will return to normal temperature. 

The determination of this lower limiting temperature was attempted 
in the following way. In the apparatus that has already been described, 
coal dust was ignited in an air supply of 5000,c. c. per hr.; this is sufficient 
to insure the development of a temperature of approximately 170° C. 
in the oxidation passing through the coal. Observations were made 
on the temperature rise of thermometer F;.~ When the maximum tem- 
perature was indicated, the air supply was interrupted. The temperature 
indicated by F; gradually fell, due to loss of heat by radiation of the 
heated zone around the bulb. After a fall of 10° C. the air supply was 
renewed at the original rate and any rise in temperature on thermometers 
F, and Fs; observed. Any indication of successive maxima on these 
thermometers would indicate the continued passage of the wave of 
oxidation along the coal originating from a zone initially heated to the 
temperature indicated by the first thermometer F;. These experiments 
were repeated with reductions in the initiating temperature on the first 
thermometer F; of 10° until the lowest temperature at which the oxida- 
tion would proceed was determined. 

The experiments were conducted on samples of Arley and Mountain 
Mine coals, two highly caking coals. The experimental results obtained 
need not be described fully, but it was found that at the lower limiting 
temperature the oxidation is very susceptible to small changes in experi- 
mental conditions, such as lightness of packing of the coal in the con- 
tainer, and many failures were recorded and many results that appeared 
to indicate propagation at a very low temperature. Examination of 
the residue in these last examples indicated an irregular path of oxidation. 
Taking into account only those experiments in which the oxidation 
occupied the width of the tube and passed regularly through, 130° C. 
was indicated with both the coals as the lowest temperature at which 
oxidation can proceed through the coal under the conditions under which 
these experiments were carried out. It is interesting that this figure 
lends support to the contention of Wheeler* that, in his series of deter- 
minations on the relative ignition temperatures of coals by observing 
the temperature rise of coal heated in a sand bath compared with the 
temperature rise in the same bath, the point of self-heating should be 
taken as that at which the two curves cease to be parallel. A tempera- 
ture of 125° C. is quoted, which compares closely with the temperature 
of 130° C. noted above. 

It is not desirable to include within the limits of this paper a descrip- 
tion of the experiments recently performed on the product remaining 
after a zone of combustion has traversed a heap of coal. ‘This investiga- 


3 Trans. Chem. Soc. (1918) 113, 951. 
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tion has been in progress for some years and is approaching the stage 
when it may be possible to publish definite results. Difficulties have 
been encountered in attacking the problem because the composition 
of the residue varies with its position in the heap undergoing oxidation; 
material near the air supply differs in composition from the portions in 
the center of the heap. S. H. Jenkins, in association with the author, 
has made determinations of the decrease in weight that occurs when 
coal piled into conical heaps undergoes selective combustion. The 
residual product collected from a number of heaps was found to have 
undergone similar losses in weight. Fifty experiments were made and 
the following is offered as an example of the results obtained. The coal 
used in the experiments was of the bituminous caking variety. 


ULTIMATE ANALYSIS ON MOISTURE- 


CuemicaL ANALYSIS OF CoAL AND ASH-FREE BasIs 

Per CENT. Per Cent. 
IMOIStUTCg-..4 aereoe wie Core anette 2a Carbone Sra, wei ates © cee tae 82.21 
ASA ai nk a eet eae ice eas eS GE Vy GrOg Cli ger peter tia, fag 4.53 
Volatile matte eeen reste 34: 1 > Nitrogenase ee are ee eee, MLS) 
Volatile matter less moisture....... 3Le6's Sulfur’ o--e eee ee eee 2.10 
Cokes ioaat.ov-chseteeeven Sonar eae 65,9) Oxy gents ye cence eee eee ere 9.51 
Fixed carbongeise nian iem ees aes 58.1 


Cones of coal weighing about 4 gm. were taken and a zone of combus- 
tion made to permeate the mass in a restricted supply of air. The time 
required for the combustion of the cones was from 1 to 214 hr. The loss 
in weight was determined and in five experiments in one group the value 
was between 4.3 and 9.5 per cent. 

The analysis of the oxidation product revealed the fact that it con- 
tained 18.2 per cent. of oxygen, whereas the original coal contained 9.5 
per cent. The volatile matter evolved from the oxidation product 
was 28.3 per cent. 

SUMMARY AND CONCLUSIONS 


1. Coal has been found to propagate a zone of combustion provided 
the particles are smaller than a critical size. 

2. The rate of propagation of the zone and the temperatures attained 
depend on the type of coal, the size of the particles of coal, and the avail- 
ability of the oxygen required for combustion. ‘Temperatures as low as 
130° C. during continued propagation of the zone have been recorded. 

3. Inert materials, such as rock dust and calcium carbonate, when 
mixed with coal dust do not inhibit the combustion unless the amount 
present exceeds 50 per cent. for shale dust and 70 per cent. for cal- 
cium carbonate. 

4, The oxidation product formed by allowing a zone of combustion 
to permeate powdered coal in a limited supply of air contains a relatively 
high percentage of oxygen compared with that present in the original coal. 
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5. It would appear that if a particular coal can be ground to form a 
powder, the particles of which are smaller than a limiting size, spon- 
taneous combustion may take place; conditions in the mine that bring 
about the grinding of coal are consequently contributory factors toward 
gob fires. e 

6. Pyrite appears of secondary importance. ‘Thus seams may contain 
an extremely active form of pyrite and spontaneous combustion be 
quite unknown; other seams in which the type of pyrite is inactive are 
liable to fire in the goaf. 

7. The investigation emphasizes the importance of making a study 
of the physical characteristics of coal seams and of the Stopes’ ingredients 
—fusain, durain, clarain, and vitrain. 


DISCUSSION 


J. D. Davis, Pittsburgh, Pa—TI question whether that combustion is 
selective or not. Several years ago, when working with oil and anthra- 
cite, I noticed that combustion would start pretty much in the same way 
as was developed by this paper. I do not know just what the limits 
would be, but after heating and driving out the oil, we got the same sort 
of propagation of heat through the residue. It is well known that when 
such a mass is once heated, even at low temperature heat is likely to 
propagate through the mass. 


A. C. FInupner, Pittsburgh, Pa.—I think the term ‘‘selective com- 
bustion”’ used by the author follows the idea expressed some years ago 
by Professor Wheeler that in the spontaneous oxidation of coal oxygen 
combines with certain constituents of coal to form carbon-oxygen com- 
plexes and that at a higher temperature these complexes break down with 
the evolution of CO. and CO. 

The paper presents a novel method of experimentation. It is very 
interesting that inert materials, such as rock dust and calcium carbonate, 
when mixed with coal dust do not inhibit the combustion unless the 
amount present exceeds 50 per cent. for shale dust and 70 per cent. for 
calcium carbonate. These figures are of the same order as the amount 
of inert dust required to prevent propagation of coal dust explosions ina 
suspension of dust in air. Shale and limestone dust are about equally 
effective in stopping propagation of dust explosions. 

I am not entirely clear as to the experimental evidence in the paper 
justifying the seventh conclusion—namely, mention of studying the 
Stope’s ingredients, fusain, durain, clarain, and vitrain. It may be 
very important to determine the selective combustion of these constitu- 
ents but the author does not include any experiments with these ingredi- 
ents in his paper except in the case of fusain, 
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Is it not possible to explain most of the combustion phenomena 
described in the paper by simple surface combustion of the fine particles 
of coal? The combustion proceeds from one end of the loose pile to the 
other, using up the available oxygen in the interstices between the coal 
particles. It does not seem necessary to presuppose that it is selective 
combustion of certain constituents. It may be uniform combustion of 
the coal particles in contact with the air film. If the pile is allowed to 
cool and air diffuses into it again, the phenomenon can be repeated. It 
seems likely that instead of selective combustion the phenomen is 
simply one of combustion of the coal in contact with oxygen films on the 
surface of the particles. 


Grorce 8. Ricr,* Washington, D. C.—The mother of coal, fusain, 
seems to be the one constituent with which they have the most trouble in 
spontaneous fire in the mines. In Central Illinois, practically every mine 
has fires, especially during warm weather. We do not know the cause. 
There have been some attempts to determine that but, as the coal has a 
high sulfur content, pyrite has been one of the suspected causes. This 
paper seems to discredit pyrite but I have never lost the belief that pyrite 
is a factor in this combustion. Various iron mines of Michigan have 
spontaneous fires and very fine particles of shale thrown on a dump 
take fire. 


W. M. Grant, Birmingham, Ala.—The most striking omission in the 
paper is that there is no statement as to what change in the chemical 
composition of this coal resulted from this combustion; it seems to me that 
would be a factor. 


J. D. Davis.—Possibly fusain is more susceptible to heating by this 
method because it absorbs oxygen more readily than the other consti- 
tuents. I do not know that that has been tried out, but I would think 
that would be the case. 


Grorce 8. Rrcr.—Has any work of exactly this kind been done? I 
am not familiar with the details, but to me this was an entirely new idea 
as to the actual demonstration of combustion. 


H. J. Rosn, Pittsburgh, Pa.—So far as I know, no detailed study 
has been made before. However, the slow progressive combustion of 
coal is not an unfamiliar phenomenon, and is sometimes noted in the 
course of handling pulverized laboratory samples. A short time ago we 
found that a particular sample of coal screenings, most of which would 
pass a 14 ¢-In. screen, would catch fire overnight in a steam-heated drying 
oven. So far as we know, the temperature never exceeded 110° CG. I 


* Chief Mining Engineer, Bureau of Mines. 
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do not know the percentage of fusain in this coal, but there may have 
been considerable. 


: S. W. Parr, Urbana, Ill—The paper coincides with some work we are 
doing. All material, and coal material especially, has a tremendous 
avidity for oxygen, and the finer it is divided the more oxygen it takes up. 
Those coals that have the most hygroscopic water in their texture still 
further accentuate the possibility of taking on oxygen by the fact that 
that water goes out, andsomething must come in. It is aselective absorp- 
tion process for oxygen in preference to nitrogen or carbon dioxide. 
Evidence is beginning to accumulate, and there is a lot of it, that this 
oxygen is a surface condensation, which is a highly concentrated form 
of oxygen, is a film over all the surface, including the internal structure of 
material that is porous. As a result, coal that is already in a fine state of 
division, such as mother of coal, has the start on the particles that are 
still in the massive form. 

We need to study the behavior of this oxygen in these low-temperature 
ranges, because this oxygen, given time enough, will gradually go over 
into a chemical combination with certain compounds of the coal, which 
readily split off, H.O, and a little later COs. Normally, in the course of 
time, you can speed this up in certain ways. The whole problem of 
spontaneous combustion is to know how to speed it up. 

The author touches a Bunsen burner to the coal. If by means of a 
match, a spark, or friction or anything you start the heat, combustion 
will go through the pile, and the combination of that condensed oxygen 
will be the only thing that takes place. If you let the pile stand long 
enough to take on more oxygen, the heat will go through again, but only 
to the extent of the oxygen absorbed in the mass. If fusain absorbed 
oxygen, is it not as good a kindling medium as vitrain, xylan or lignose 
compounds? But the point is, how to get the combustion started. We 
have a lot of data confirming Wheeler’s data that the point of ignition is 
about 150° C.; that is an ignition point. From that point on it will burn 
autogenously, but only to the extent it is permeated by oxygen. . . 

In the case of pyrites, combustion will not start of itself, but if there is 
a lot of finely divided pyrites, and plenty of oxygen has been absorbed 
and the combustion is started, it will continue. What we want to find 
out is what starts the heat. Pyrites, if heated above 100° C. and fur- 
nished with the oxygen and moisture, will fire autogenously and make 
heat enough to burn more pyrites and carbon. On the other hand, 
carbon oxidation will generate the heat and start combustion of the 


pyrites. 
Davin Wuite, Washington, D. C.—The nature of the paleontological 


agglomerates composing the coal justifies the assumption that coal of a 
rank so high even as high bituminous is still an agglomerate chemically. 


VoL. Lxx1.—14 


210 _SELECTIVE COMBUSTION IN COAL 


Accordingly, I do not see why such oxidation is not selective both at the 
initial point and later. 

Some of the experimental observations made of thin sections of coal, 
as the temperature is raised, seem to indicate different (selective) responses 
in the component matter when, by accident or otherwise, oxygen finds 
its way into the furnace. 
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Nitrogenous Constituents of Coal 


By Joun W. Coss,* Lerps, ENGLAND 
(New York Meeting, February, 1925) 


THE attempts of British investigators to arrive at definite knowledge 
concerning the nature of the nitrogenous constituents of coal have been 
mainly made through studies of the behavior of coal on carbonization and 
gasification. There have been carried out numerous determinations of 
the distribution of nitrogen in the products of carbonization under 
laboratory and large-scale conditions; and by a careful consideration of 
the extent to which nitrogen is liberated, say as ammonia, at different 
temperatures and under different conditions of operation as regards 
atmosphere, it has been possible to form some general notions as to the 
nature of the nitrogenous compounds present in the coal, and at the 
same time to arrive at clearer ideas as to what are the important operative 
factors in determining the ammonia yield under working conditions. 
This work has been spread over many years and is summarized below. 
The difficulties of connecting the results in such a way as to allow of the 
nitrogenous constituents of the coal being described in terms of specific 
organic structure are great. They arise, for example, in the carbonization 
process, because the phenomena of decomposition observed at any one 
temperature can only refer to compounds decomposing at that temper- 
ature, each of them with a previous history of chemical transformations 
occurring at lower temperatures. To put it in another way, the com- 
pounds occurring in the coke at any stage are not in the least likely to be 
those present in the original coal. The same difficulty, in a milder form, 
occurs when the method of differential solution is attempted. ‘There is 
always the preliminary question, almost impossible to answer, as to 
how far the separation by the use of the solvent has involved some 
form of decomposition of the original compounds. In the following sum- 
mary, an attempt has been made to bring together results obtained by 


British workers. 


* Livesey Professor of Fuel and Gas Industries, Leeds University. 
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Foster,! Watson Smith,? Wright,? Anderson and Roberts,‘ Short,* 
McLeod,® Illingworth,” and Foxwell* have shown that on heating coal 
the nitrogen is first liberated in the form of ammonia between the temper- 
atures of 310° and 400° C., and the evolution continues with rising 
temperature. The large-scale carbonization of coal yields an average 
distribution of the total nitrogen of the coal as follows: 


INTERO TENS AS A DLIMODI eee epee eee nates otete == 10-20 per cent. 
INDIO Ronin CONS. cu cconnncocacucloooon sauce 40-80 per cent. 


The remainder is found as free nitrogen, cyanogen (and a little of the 
pyridine bases) in the gas and in the tar. Tervet,? with confirmatory 
experiments by Beilby!® and Anderson and Roberts, showed that the 
passage of hydrogen over coke at a red heat liberated, as ammonia, a 
portion of the nitrogen left in the coke. Christie,!' on the other hand, 
using hard metallurgical coke, showed that no reduction of the nitrogen 
compounds in that coke occurred by the use of a stream of hydrogen. 
Monkhouse and Cobb!’ made detailed experiments on cokes manu- 
factured from the same coal at different temperatures. They investi- 
gated the influence on the nitrogen compounds of: (a) The temperature 
of coking; (b) heating in an inert current of nitrogen; (c) heating in a 
current of hydrogen; and (d) heating in a current of steam. They found 
that, with a low-temperature coke (500° C.) heated to 800° C., part of 
the nitrogen of the coke was liberated as ammonia in an inert current 
of nitrogen, with a further liberation of nitrogen, as ammonia, in a current 
of hydrogen, and the remainder was liberated as ammonia on gasification 
of the coke with steam. With a hard (1100° C.) coke, however, the nitro- 
gen was only liberated as ammonia by the gasification of the coke with 
steam. ‘They concluded that there occurred in the coal nitrogen com- 
pounds that on distillation yielded: (1) Ammonia directly on heating; 
(2) compounds that, in the; presence of hydrogen, decompose forming 
ammonia; (3) resistant compounds, the so-called carbon nitrides, 


1 William Foster: Jnl. Chem. Soc. (1883) 48, 105. 

? Watson Smith: Jnl. Chem. Soc. (1884) 45, 144. 

’ Lewis T. Wright: Jnl. Chem. Soc. (1884) 45, 99. 

‘'W. Carrick Anderson and James Roberts: Jnl. Soc. Chem. Ind. (1898) Lie lorss 
(1899) 18, 1099. 

® Andrew Short: Jnl. Soc. Chem. Ind. (1907) 26, 581. 

‘ James McLeod: Jnl. Soc. Chem. Ind. (1907) 26, 137. 

"S$. Roy Hlingworth: Jnl. Soc. Chem. Ind. (1920) 39, 111T. 

§ Foxwell: Fuel in Sci. & Prac. (1924) 3, 227. 

° Robert Tervet: Jnl. Soc. Chem. Ind. (1883) 2, 445. 

1” George Beilby: Jnl. Soc. Chem. Ind. (1884) 3, 216. 

11 Christie: Dissertation, Aachen, 1908. 

2 Monkhouse and Cobb: Trans. Inst. Gas Eng. (1920-21) 543; (1921-22) 137. 
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which are uninfluenced by hydrogen but which can be decomposed by 
the use of steam with the liberation of ammonia. 

It appears that as the temperature of the coal is raised the nitrogen 
remaining in the coke passes into a combination more resistant to the 
action of heat and to the influence of hydrogen, until in the hard metal- 
lurgical coke the only method of liberating the nitrogen is by the use 
of steam with a consequent breaking up of the carbon and nitrogen 
containing molecule. } af 

How far the original coal contains nitrogen in these different forms 
and how far they are formed subsequently on heating are at present 
unknown, but preliminary experiments by Monkhouse and Cobb on the 
distillation of glycocoll showed that with such a compound, containing 
a single amino group, the whole of the nitrogen was not obtained as 
ammonia but a portion remained in the residue. 

From the work of Wheeler,!* Bone," and others, on the action of sol- 
vents on coal, nitrogen appears to be an intrinsic part of most of the 
compounds in coal; no preferential separation of the nitrogen compounds 
is obtained. . 

There are other secondary decompositions of the nitrogen compounds 
of coal that occur to a small extent, causing the formation of cyanogen 
in the gas and of nitrogen in the tar. 

The nitrogen compounds existing in high-temperature coke have been 
further investigated by Pexton and Cobb.!® The rate of gasification of 
the carbon and nitrogen of the coke, using steam, was examined; they 
found that the ratio of the two elements remained constant during 
gasification. With a low-temperature coke (800° C.), the constant ratio 
did not hold during the early stages of gasification but obtained during 
the later stages. 

The behavior of coal on carbonization under different conditions would 
be consistent with the view that the characteristic mode of occurrence 
of nitrogen in coke is as a carbon ring structure with nitrogen existing 
in the nucleus. It is interesting to note that Pearson,'* in his work on 
the ulmins of coal, states that the nitrogen is held with great stability in 
oxidized ulmins and that this resistant nucleus is probably cyclical. 

Attention may be drawn to the industrial importance of the work 
done in England by the late Ludwig Mond and others in the development 
of the “Mond gas” process, in which was demonstrated the practical 
possibility of obtaining from coal, at the same time, a good producer gas 
and a high yield of ammonia corresponding with some 60 to 70 per cent. 


r: Trans. Chem. Soc. (1913) 


13 Arthur Herbert Clark and Richard Vernon Wheele 
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of the total nitrogen present in the coal. The elaboration of the plant 
needed and the high steam consumption, and the production of synthetic 
ammonia in large quantities, render the Mond process commercially less 
attractive than it was ten years ago, but various attempts are being made 
to introduce in it those modifications that present conditions require. 


DISCUSSION 


S. W. Parr, Urbana, Ill—What is meant by the sentence “coal, upon 
carbonization, will be characterized by the occurrence of nitrogen in coke; 
there is a carbon-ring structure which retains its ring form in coke”? 
In the earlier part, the paper referred to those stable nitrogen compounds, 
which are nitrogen carbon, a compound in the coke which is quite distinct 
from the ring compound. 


H. J. Ross, Pittsburgh, Pa.—He mentions them as “nitrides” in 
quotation marks. V. B. Lewes appears to have believed that complex 
nitrogen compounds occurred in coke. Nitrogen compounds have been 
reported in pitch coke. 


S. W. Parr.—Yes, but pitch is not coke. 


REINHARDT TutEssen, Pittsburgh, Pa.—One of the points I have 
tried to bring out in this and preceding papers is that a large number of 
plant compounds contain the nitrogen atom as a part of the ring in the 
molecule. Every plant chemist knows that all plants contain alkaloids. 
While there may not be a large percentage of the alkaloids in one plant, 
the production of the alkaloids as a whole is large. The plant secretes 


alkaloids and disposes of them as secretions and stores them in certain 
tissues. 


S. W. Parr.—Suppose we take sugar carbon; there is no ring structure 
or anything else, it is simply carbon. If we mix with that some nitro- 
genous compound, not free nitrogen, we will have a limited amount of 
nitrogen, up to 3 or 314 per cent. Has that nitrogen jumped into some 
ring form and made a combination with the carbon or that coke? We do 
not have to have a ring compound to get nitrogen into the coke at all. 


REINHARDT THrEssEN.—Could you add the nitrogen in the form of 
albumin? 


S. W. Parr.—Any kind of nitrogenous compound. 


Retnyarpt Turessen.—In albumin, the nitrogen is in a ring of the 
molecule and albumin cokes; you have a residue there. 


S. W. Parr.—Very true; but I cannot think of it as staying in an 
organic ring compound over into the coke form. 


Remnnarpt Turessen,—Not if you add free nitrogen or ammonia? 
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8S. W. Parr.—I cannot recall results on ammonia. 


Retnnarpr Turessen.—Of course, I do not want to infer that all 
nitrogenous compounds in coal are in the form of ring compounds; a very 
large number of nitrogenous compounds are not ring compounds. Bac- 
teria and fungi hydrolyze many plant substanées and use for their energy 
supply those products that are fermentable. In the case of the gluco- 
sides, part of the hydrolytic products.contain, besides the glucose, a ring 
compound. ‘The former is fermentable, but the latter is not and con- 
tributes to the bog. 

The alkaloids are ring compounds in which a nitrogen atom forms 
part of the ring. These compounds are ordinarily not fermentable. 
The following are a few well-known members of the alkaloids: piperidine, 
nicotine, conine, quinoline, quinine, strychnine, cinchonine, cocaine, and 
atropine. The purine bases form another group of plant compounds in 
which nitrogen atoms form part of the ring. All of these ring compounds 
are relatively stable and not attacked ordinarily by micro-organisms. 
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Coal and Oxygen 


By 8S. W. Parr* anp F. B. Hopart, Ursana, IL. 


(New York Meeting, February, 1925) 


Srupres relating to the behavior of coal toward oxygen may have 
for their purpose the determination of the fundamental factors that 
underlie spontaneous combustion, weathering and deterioration, and 
the general topic of storage, as well as those properties that have to do 
with the underlying principles of carbonization. There is also involved 
the possibility of developing information relating to the constitution of 
coal, or at least the chemical properties inherent in the type substances of 
which the coal is composed. It is the purpose here to record certain 
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results bearing on this latter idea of the chemical properties that 
characterize the main constituents of bituminous coal. 

The avidity of freshly mined coal for oxygen has long been known. 
What happens to the coal or to the oxygen is not so clear. Is the oxygen 
absorbed or chemically combined, and what are the conditions as to 
time, temperature, texture, or components that are most involved in 
the phenomenon? 

If we subject a weighed quantity of coal maintained at a constant 
temperature to a current of oxygen, we may obtain three factors of 
interest—the weight increase of the coal, the weight of the water, and the 
weight of the carbon dioxide formed in the reactions involved at that 


* Professor of Applied Chemistry, University of Illinois. 
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temperature. In the apparatus shown (Fig. 1) 20 gm. of coal, ground to 


pass through a 60-mesh sieve, is subjected to a high vacuum until 
moisture-free before being subjected to the oxygen atmosphere. The 
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specific temperature is maintained by using in the flask a liquid having 
the desired boiling temperature, using xylene for 140°, water for 100°, 
carbon tetrachloride for 75°, etc. At first weighiags are made daily; 
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later, as the reactions become less pronounced, at two or three day periods. 
For weighing, the boat is transferred to a tube with telescoping cover for 
protecting against moisture changes while cooling and weighing. Fig. 
2 shows the log of weights covering a period of 44 days; the striking fact 
is the constant increase in weight, notwithstanding the continuous 
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discharge of H,O and CO:. A notation should be made concerning the 
preliminary period of five days in which the attempt is made to bring the 
system to an equilibrium by passing dry purified nitrogen through 
the apparatus. In the chart, as shown, there is a small evolution of 
water at 100°, accompanied by a slight increase in weight; the latter is 
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probably due to nitrogen absorption, the former to activities already 
possible in the coal substance. They are not of sufficient moment to 
affect the main reactions that are in evidence on the admission of oxygen, 
as shown following the fifth day. 

The corresponding values for temperatures other than the one shown 
are similar but vary in amount for a given period, as shown in Fig. 3. 
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a fact is also shown in Fig. 4, where the values for CO, as derived at 
ifferent temperatures are assembled for illustrating this point of accel 
ated activity at higher temperatures. At room temperatures “the 
. reactions are so slow as to require graduations to be shown in a 
instead of days; Fig. 5 gives the values for tests running through a i d 
of 46 weeks. In comparing these values with those of Figs 2 a 3 
it is to be remembered that the amount of increase per week f pend 
to correspond to the daily changes of the higher fee would 


Coal//-/mm bore, 


Drop of B\orium Hydroxide (.) 


ie. He Fig. 8—CaARBON-DIOXIDE DE.ECTION 
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show the relationship to be the same as to the type of reaction, but vary- 
ing only in degree. A notation may be made to the indication sug- 
gested, especially in Fig. 5, that the accession of oxygen is first as an 
adsorbed constituent, from which it enters into molecular combination 
by addition. By heat, or after long time, the reactions proceed to the 
point of breaking down to the extent of discharging H.,O and CO:. 
In much the same way, the reactions with air instead of oxygen are of 
the same order but less in amount for a given period of time. 
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If we have a parallel apparatus running under precisely the same 
conditions on the same coal, from time to time we may take out gram 
samples in their respective capsules for determining at various stages 
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sented in Fig. 1, also furnish samples for this purpose at the end of the 
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The main samples in the boat containers, as repre- 
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experiment. A charting of the B. t. u. values derived from these condi- 
tions is made in Fig. 6; the almost complete absence of oxidation losses 
at 25° are consistent with the discharge of CO, for that temperature, as 
) shown in Fig. 4. A similar agreement for the other (om peratunss is 

shown between the loss in heat values, Fig.*6, and the weight of CO, 
discharged, as shown in Fig. 4. 

Another series of tests was made on the same coals to determine the 
ignition temperatures in a current of oxygen, the apparatus being ar- 
ranged to give also an indication for the appearance of CO». when that 
product began to be discharged in sufficient volume to indicate positive 
chemical combination with oxygen. The method is similar to the one 
used by Parr and Francis! and Professor Wheeler;? the apparatus as 
designed by C. C. Coons? is shown in Figs. 7 and 8. These values for a 
type coal are shown in Fig. 9. In order to show the average values for 
coals of the Mid-Continental type, the ignition temperatures for a 
number of such coals are given in Table 1. 


TaBLE 1.—Ignition Temperatures of Illinois Coals 
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Suppose that we maintain corresponding samples of coal in a current 
of air at 150° C. for specific periods of time and plot the ignition tempera- 


1S. W. Parr and C. K. Francis, Univ. Ill. Eng. Exp. Sta., Bull. 24 (1908). 
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tures as the oxidation absorption increases; these results, shown in Fig. 
10, indicate a positive change in the coal substance. 

We come now to some data obtained from the combination of oxygen 
with that constituent of coal, for want of a better term, designated as 
the cellulosic residue. It is apart from our purpose to attempt to account — 
for or even classify this constituent further than to say that it is the 
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insoluble residue left after prolonged extraction of the soluble components 
of an Illinois coal with xylene. This residue, after thorough washing, 
was maintained in contact with oxygen at a temperature of 100° C. 
until the substance had become saturated to the limit of its absorptive 
capacity with oxygen. The soluble extract was oxidized in a similar 
manner. In Figs. 11, 12, and 13, the weight increase, water,’ and CO» 
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evolved for the original coal, insoluble residue, and soluble extract are 
given. These values show distinctly the pronounced activity of the 
insoluble or cellulosic residue. 

By submitting oxidized insoluble residue to the process of fractional 
decomposition and comparing the results obtained at the same tempera- 
ture on a fresh unoxidized sample, the values given in Tables 2 and 3 
are obtained. The most significant temperature over the range used 
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was at 300° C. and the analysis of the gas yield at that temperature is 
given for fresh and oxidized coal in its normal state and for the residue 
insoluble in xylene from the same coal similarly treated in the fresh and 
oxidized condition. The avidity of this part of the coal constituent 
for oxygen is certainly marked and serves to define the character of this 
material as being of the humic or residual cellulosic rather than of the 
resinic type. Going back also through the experiments, as outlined, 
indicating the oxygen absorption and discharge as H.O and COs, it is 
at once apparent as to the coal component involved in the reactions, 
as also its general character and the part it plays under such conditions 
as storage, weathering and carbonization. 


TABLE 2.—Constituents at 300° C. in Cubic Centimeters per 100 Gm. of Coal 
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TaBLE 3.—Constituents at 300° C. in Cubic Centimeters per 100 Gm. of Coal 
Residue Insoluble in Xylene 
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DISCUSSION 


J. D. Davis, Pittsburgh, Pa.—I agree that we have got to find out what 
starts the combustion. We have to go to find out the sensitivity of the 
coal to those low temperatures. The author is working on the lines of the 
rate of absorption of oxygen; at the Bureau of Mines, we are studying 
the rate of heating. We have found that the two methods agree so far as 
we have been able to check them and that the rate of spontaneous heating 
is proportional to the rate of absorption of oxygen. I was going to ask 
if the author has studied the effect of mixing coal that had been oxidized 
with fresh coal. Men having storage problems believe that fresh coal 
should not be placed on top of old coal, that a fire will result if it is. 
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This experiment, of determining the amount of carbon dioxide by 
distillation shows conclusively why a coal that has been oxidized or 
weathered would not work well in a combustion furnace. It explains 
very well the fact that the CO. would form a sort of a blanket over the 
fire and restrict combustion. Did the author find that the humus matter, 
or the residue that he obtained by extracting the coal, absorbed other 
gases more readily than charcoal? It might be a question of physical 
absorption there rather than chemical. 


W. T. Tuom, Jr.,* Washington, D. C—When looking over analyses of 
samples from the Rock Springs field, Wyoming, I recall noting that 
samples of supposedly fresh coal collected from new crosscuts, 20 ft. 
from 38-year old workings, actually showed a large loss of B.t.u. value, 
and an increase in oxygen content and in apparent moisture content. I 
assume that the process of alteration in that instance is similar to that 
producing the change shown by the authors’ 25° curve, except for the 
greater change due to the great lapse of time in the case of the 
Wyoming samples. 


S. W. Parr.—I have a chart in which these measurements have been 
taken at 25° and at normal temperature for seven months; they are pre- 
cisely the same, only the angle is lower. As a verification of that if we 
prepared a sample under the standard conditions for the analysis of a 
fresh coal, ground it in a jar mill, and enclosed it in a stoppered bottle 
(the sample was not oven dried, but dried at ordinary temperature 
of equilibrium), if we have occasion to repeat the work we would not 
think of taking the moisture value that we found on the coal originally. 
Invariably, it will have a higher moisture factor, perhaps only 14 per cent. 
or So. 

At an outcropping of coal in Peoria County, samples of coal were taken 
and analyzed; they gave identical factors for a lignite, up to 20 per cent. 
of moisture and heat value, referred to the unit coal bases, for a lignite; 
that is below 14,000 B.t.u. per Ib. of unit material. That was rather 
striking. We had not been willing to concede at any time that Illinois 
had any lignite coal, but when this working got back 100 ft. the coal was 
normal, absolutely like other coal in that zone. 

In our investigations, we have not tried any coal mixtures, but there 
is a good deal in the suggestion that this stage of catalytic activity may 
put old weathered coal in a mood to operate more readily on a fresh coal 
if they are mixed. 


H. J. Rosn, Pittsburgh, Pa.—Regarding the gases given off by the 
residue from oxidized coal, does that mean the residue from the extract? 


S. W. Parr.—Yes. 


* Geologist in Charge of Geology of Fuels, U. S. Geological Survey. 
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H. J. Rosn.—wWe know that coal-seam outcrops are highly modified, 
but I presume they have not been exposed to temperature greatly in 
excess of 25° or 30°. 


S. W. Parr.—I do not know whether it would be consistent to answer 
that question by saying that at normal temperature, if the time is long 
enough, you will have this degradation of heat value and all these others. 


H. J. Rosz.—A matter of centuries, for instance? 


S. W. Parr.—A matter of centuries, or at least, a good many years. 
Coal that started out in the lump form, that has been in storage for six 
years, does not show, let us say, over 2 or 3 per cent. of loss of heat. 
We ought not to generalize from so few illustrations, but the loss of this 
value at normal temperature is exceedingly low for any common length 
of time. But when you increase the time several years, it results in 
great loss of heat value. There may be exceptions to that, but as far 
as our coal is concerned, it seems to be substantiated. 


A. C. FreLpner, Pittsburgh, Pa——Is the absorption of oxygen essenti- 
ally one of absorbing oxygen in the unsaturated bonds of the chemical 
compounds in coal which later on at higher temperature split off water, 


COs, or CO? 


S. W. Parr.—In general I would say yes; but there is much about that 
matter that is obscure and hard to put your finger on. My explanation 
would be that it first goes over into unsaturated compounds of the ring 
type; and then as that action becomes completed, even at normal tem- 
perature, it begins to split off. But if you increase the temperature 
when that split off comes, a little heat is generated. Everything that 
we are doing would seem to give a basis for the idea that first there is 
adsorption, then oxygen enters into the compound, and, in the course of 
time, there is the splitting off into H2O and CO2. 


F. F. Jorgensen, Gillespie, Ill—Were any experiments made in the 
storing of coal by shutting off the oxygen? 

S. W. Parr.—Yes; we can store screenings just as well as anything 
else indefinitely, provided we shut off the oxygen. You cannot leave any 
possible holes such as would come from posts or girders or large lumps, to 
let the air in; but if you pack in fine coal, it will keep just as well as any 
kind. Thousands of tons are being stored that way now. 


F. F. Jorcensen.—You do not shut off all the oxygen; a limited 


supply of oxygen will stop that rise in heat and eventually the combustion 


of the coal. 
= 1 ay 1 p 1 rqaya « a oy < S 
Davip Wuirr, Washington, D. C.—The lignite keeps as well as fine 
Illinois coal, for example, if moderately compressed. 
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S. W. Parr.—I would hesitate to take any chances with lignite, but 
theoretically, you could store a lignite, sealing it so that no air could 
penetrate; but what is going to happen when you dig out some of that 
lignite and ship it a short distance, and the water it loses is replaced 
by oxygen? 

W. M. Grant, Birmingham, Ala.—The Northern Pacific Railroad is 
burning some lignite in its locomotives for the first time. It only allows 
about three weeks between the mining and consumption, because it has 
no place for storing the fuel any longer than that. 


Davin WuitE.—Possible economies, if not more important results, 
would be effected by taking coal immediately from the mines and putting 
it to the retort process before it had a chance to take any oxygen. In 
all of our experiments on coal, we must take the greatest precautions to 
get materials as fresh as possible. The conventional analysis apparently 
represents more or less oxidized fuel in every sample except those of the 
highest ranks. 
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Modern Views of the Chemistry of Coals of Different Ranks 
as Conglomerates* 


By A. C. Freupner,f anv J. D. Davis, Pirrspurau, Pa. 
(New York Meeting, February, 1925) 


THE older coal chemist had a much simpler conception of coal than 
we have today. To him coal was a mineral composed essentially of 
carbon, hydrogen, oxygen, nitrogen, sulfur, ash, and water, in various 
proportions. His studies on the constitution of coal were directed along 
the conventional lines of proximate and ultimate chemical analyses and 
making deductions from these data without any real appreciation of the 
fact that coal is a conglomerate of various chemical compounds, including 
many of the most complex structures known to organic chemistry. 

The view of the modern coal chemist is well expressed by Franz 
Fischer,' who says that while proximate and ultimate analyses are impor- 
tant both from the scientific and technical point of view, they tell the 
chemist no more concerning the number and kinds of chemical compounds 
that constitute coal than the reader would learn of the contents of a book 
if told that the printed contents consisted of 15 per cent. of the letter 
““e,” 5 per cent. of the letter “‘n,”’ 1 per cent. of the letter “‘g,”’ 4 per cent. of 
the letter “b,” etc. As the reader must have the grouping of letters into 
words and words into sentences, so the chemist must have the grouping 
of atoms into molecules and the proportion of each molecular compound 
in the coal aggregate before he acquires an adequate knowledge of the 
constitution of coal. Modern investigators? are laying the foundation 
of a new chemistry of coal based on the biochemistry of plants and the 
chemical changes involved in processes of fermentation and decay. As 


* Published by permission of the Director, Bureau of Mines. 

+ Superintendent and supervising chemist, Pittsburgh Experiment Station Bureau 

of Mines. 

t Fuels chemist, Pittsburgh Experiment Station, Bureau of Mines. 

1 Franz Fischer: Ueber den Stand der Kohlenforschung Schriften der Brenn- 
krafttechnischen Gesellschaft, E. V. Nr. 1, Wilhelm Knapp, Halle (Saale) 1919, 
Z : David White and Reinhardt Thiessen: Bur. of Mines Bull. 38 (1913). 

Marie C. Stopes and R. V. Wheeler: Monograph on Constitution of Coal. Dept. 
of Sci. & Ind. Research, London (1918). Reviewed in Fuel in Sct. & Prac., 1924 issues. 
Reinhardt Thiessen: Structure in Paleozoic Bituminous Coal. Bur. of Mines 
Bae Pe riconed and Hans Schrader: Entstehung und Chemische Struktur der 
Kohle—Kaiser-Wilhelm Institut fir Kohlenforschung in Milheim-Ruhr. Verlag 
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coal was formed from plant matter and as plant chemistry is better known 
than coal chemistry, it is most logical to start with the chemistry of plant 
constituents and of the known products obtained under the various 
possible modes of decomposition under peat- and coal- forming conditions. 
American investigators, in particular White and Thiessen, are attacking 
the problem by this method. From the point of view of paleobotany 
and biochemistry, they are endeavoring to trace the original plant con- 
stituents through the successive geological stages in coal formation, as 
exemplified in the coals of different ranks from peat to anthracite. 

In England, Wheeler and his co-workers are intensively engaged in 
separating individual constituents or similar groups of constituents in 
coal and comparing their properties with similar constituents of the 
plants of today. In Germany, Franz Fischer and associates at the Coal 
Research Institute at Miilheim-Ruhr, are vigorously attacking the prob- 
lems of the constitution of bituminous and brown coals by chemical 
methods of extraction with solvents, reaction with various reagents, 
decomposition by heat and pressure, and correlation of these results with 
a study of the biochemistry of the two principal plant constituents, lignin 
and cellulose. 

These are the leaders of research on the constitution of coal who are 
laying the foundation for our modern coal chemistry, which we will 
summarize briefly, using the American method of classifying coal 
by ranks. 


CLASSIFICATION OF CoAL BY RANKS 


The U. 8. Geological Survey’ uses the word ‘‘rank”’ to designate those 
differences in coal that are due to the progressive change from lignite to 
anthracite, a change marked by the loss of moisture, oxygen, and volatile 
matter; and by an increase of fixed carbon. 

The classification of coal by ranks is essentially geological, and 
assumes a generally common origin from vegetable deposits analogous 
to peat. The difference in rank is due to subsequent biochemical and 
geological action rather than to essential differences in the original 
vegetation. Within the same rank there may be groups of coals of special 
characteristics that may be due to differences in the original material, 
as for example, the cannel and boghead coals in the bituminous rank. 

The various ranks assigned to American coals in progressive order, 
beginning with the youngest stage in coal formation, are lignite, subbitu- 
minous, bituminous, semibituminous, semianthracite, anthracite. The 
bituminous rank is again subdivided into low-, medium-, and high-rank 


bituminous coal; and the semibituminous into low- and high-rank 
semibituminous coal. 


5M. R. Campbell: The Coal Fields of the United States. U. S. Geol. Surv. 
Prof. Paper 100-A (1917) 3. 
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The criteria for classification are simple chemical tests and physical 
characteristics of the coal; the proximate analysis is sufficient to differ- 
entiate the ranks from bituminous to anthracite, but physical characteris- 
tics are essential in addition to the proximate analysis for identifying 
subbituminous coals and lignite. The distinguishing chemical and 
physical characteristics are given in Table 1. 


TaBLE 1.—Chemical and Physical Characteristics of Various Ranks of Coal 
ee ee 


Chemical Characteristics 


Rank Approxi- | Physical Characteristics 


mate Fuel Ratio 

epoistares | F.C. 
ontent, | VM. 

Per Cent. eer 


Lignitesaneem een | 30 to 45 : Distinctly brown; either markedly clay- 
| like or woody in appearance; falls into 
| pieces on exposure to weather. 

Subbituminous....) 18 to 30 | Black; no distinct woody texture; dis- 
integrates and loses moisture on exposure 
| | to weather but less rapidly than lignite. 


Bituminous.......| 3 to 15 3 But slightly affected by exposure to 
| weather. 

Semibituminous...| 3to 6 | 38to 7 | But slightly affected by exposure to 
weather. 

Semianthracite....| 3to 6 | 6to 10 | But slightly affected by exposure to 
| weather. 

Anthracite........ | 2to 3  10to 60 But slightly affected by exposure to 
| weather. 


« Normal mine moisture. 


A graphic representation! of the proximate chemical analysis of the 
various ranks of coal and their calorific values is given in Fig. 1. Diagram 
(b) shows the progressive increase of fixed carbon from lignite to anthra- 
cite; diagram (a) shows a progressive increase in the calorific value from 
lignite to low-rank semibituminous coal. A diminution of calorific value 
then takes place as a result of the decrease in hydrogen content as the 
rank changes to the anthracites. Similar progressive increases in the 
total carbon content and decreases in oxygen content are found in passing 
from lignite to anthracite. It is therefore evident that the oxygen con- 
tent (or the carbon and hydrogen content as proposed by Seyler® in 
England) can also be used as a chemical criterion of the rank of a coal, as 
oxygen elimination is a progressive factor in coal formation. From the 


4M. R. Campbell: Loc. cit. 8. 
6 Clarence A. Seyler: Fuel in Sci. & Prac. (1924) 3, 15, 41, 79. 
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tabulation of a large number of ultimate analyses of coal, White® con- 
cludes that 

except in the presence of unusual variations of hydrogen or sulfur, the efficiencies 
(calorific values primarily) of the coals, if ash be constant, rank nearly in the order 


of the ratios C:0, which in each kind of coal mark the progress of coal formation 
under dynamo-chemical influences. 


Parr’ uses this relation in proposing, as chemical criteria for the rank 
of a coal, the calorific value and percentage of volatile matter of the pure 
coal substance. His proposition takes care of that portion of the rank 
scale (low-rank bituminous coal, subbituminous coal, and lignite) where 
there is no significant variation in the total volatile matter but a marked 
increase in the proportion of CO2 and H:O in it due to the large pro- 
portion of oxygen in the coal. The method has further practical merit 
in that it does not involve ultimate analyses, which are infrequently 
made in technical laboratories. In America, most technical coal labora- 
tories are now equipped with reliable calorimeters. It is evident, then, 
that our proximate and ultimate analyses of the coal aggregate can be 
correlated, to a certain extent, with the dynamo-chemical stages in coal 
formation, and is of considerable use in technical evaluation of coal; 
yet such analyses fail to differentiate many important characteristics and, 
in themselves, have not advanced our knowledge of the chemistry of 
coal beyond the empirical stage. 


Tur BANDED CONSTITUENTS OF BITUMINOUS COAL 


The alternating bright and dull bands in many bituminous coals have, 
for years, occupied the attention of investigators of the constitution of 
coal. Stopes,§ in England, proposed the names of “vitrain,’’ “clarain,”’ 
and “‘durain”’ for these bright and dull bands, and the name ‘‘fusain”’ 
for the powdery charcoal-like layers found on some of the cleavage 
planes of many bituminous coals, called “‘mother of coal’’ or ‘‘mineral 
charcoal”? by other writers. 

Durain is the name given to the dull bands, and clarain and vitrain 
to the bright bands; the principal distinction between clarain and vitrain 
is that the vitrain has a more brilliant, glassy luster and is more vitreous fn 
structure than clarain. Under the microscope, vitrain is said to be oi 
uniformly structureless texture; that is, no plant structure other than 
perhaps a few isolated spores or strips of durain. Thiessen, however, 
has been unable to confirm these observations with respect to the 
structureless nature of the glassy bright coal bands. He has always 


6 David White: The Effect of Oxygen in Coal. Bur. of Mines Bull. 29 (1911) 70. 

78. W. Parr: The Classification of Coal. Ind. & Eng. Chem. (1922) 14, 920. 

§M. C. Stopes: On the Four Visible Ingredients in Banded Bituminous Coal. 
Proc. Royal Soc. (1919) B-90. 
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found typical plant-cell structure in all bright coal bands; it is, therefore, 
a question whether there is any real difference in the structure of clarain 
and vitrain—it may be a question of technique in preparing thin sections 
and observing them under the microscope. At least the names clarain, 
durain, and fusain seem acceptable for the visible portions of banded 
bituminous coal heretofore known as “bright coal,” “dull coal,’’ and 
“‘mother of coal.” 

Thiessen? has introduced the terms *“‘anthraxylon” and “attritus”’ 
for classifying the ingredients of coal as shown by microscopic examina- 
tion. Anthraxylon is the undisintegrated coalified wood that shows the 
typical cell structure of wood. He has shown that the bright coal bands 
are essentially anthraxylon, being the coalified trunks, branches, and 
twigs of trees that were buried in the peat debris. 

Attritus consists of highly macerated plant debris and, under the 
microscope, shows recognizable remains of leaves, bark, cuticle, spore 
and pollen exines, bits of plant tissue, all intermixed with resinous, car- 
bonaceous, and mineral matter. The dull bands of coal are made up of 
strips of anthraxylon in a ground mass of attritus. 

The terms used in England may, therefore, be harmonized if we 
consider durain as ‘‘dull coal”’ made up largely of attritus but containing 
more or less anthraxylon, and clarain as ‘‘bright coal” consisting princi- 
| pally of anthraxylon. It is not clear to American investigators where 
vitrain comes in, unless it is pure anthraxylon so completely coalified 
that the woody structure is recognizable under the microscope only in 
specially thin sections under the most favorable conditions of illumina- 
tion. Furthermore, the fact that anthracite, a late stage in the coalifica- 
tion process, shows abundant structure when etched by a flame indicates 
that the characteristic woody structure is present in all coals of woody 
origin when the proper methods are used to bring it out. We have 
discussed these relatively new terms in coal constituent nomenclature 
because of the great desirability of coming to a common understanding 
in the further discussion of chemical treatment and separation of 
coal constituents. 


SEPARATION OF CoAL CoNGLOMERATE BY ORGANIC SOLVENTS 

One of the most promising methods of separating the constituents 
of coal into groups is by treatment and extraction with certain organic 
solvents, such as pyridine, benzol, phenol, chloroform, ether, ete. No 
coal or lignite dissolves completely in any of these solvents. Owing to 
the tendency of the extracted materials of coal to oxidize and polymerize 
it is extremely difficult, if not impossible, to follow through such separa- 
tions to definite identifiable compounds with any degree of certainty 
Bur. of Mines Bull. 


9R. Thiessen: Structure in Paleozoic Bituminous Coals. 
117 (1920). 
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that the fixed compounds existed as such in the coal. Nevertheless, 
extraction with inert solvents is probably the best method of isolating 
some of the chemical compounds existing in coal in the least changed, if 
not in an unchanged, condition. 

Among the most effective solvents for this purpose are pyridine and 
benzol under pressure. Bedson, on extracting pulverized coal for 
several hours with boiling pyridine, obtained a dark brown solution, 
sometimes showing a green fluorescence. The amount of material 
removed by the pyridine varied from practically zero, with anthracite, to 
35 and 40 per cent., in good gas coals. 

The extracted coal had little or no coking property. Following 
Bedson, Wheeler"! and his associates introduced the method of separating 
coal constituents into three groups, termed alpha, beta, and gamma 
compounds, by extracting the coal first with boiling pyridine and then 
extracting the pyridine soluble portion with chloroform. They describe 
these compounds as follows: 

Alpha product, insoluble in pyridine, is a brown powder that, on 
destructive distillation, does not fuse and yields gas and very small 
quantities of tar, which consist almost entirely of phenols. 

Beta product, soluble in pyridine and insoluble in chloroform, is a 
brown powder and is only distinguishable from the alpha product by 
its solubility in pyridine. 

Gamma product, soluble in pyridine and chloroform, has the appear- 
ance of a resin or lac and melts at 100° C. On destructive distillation 
it yields gas and tars, composed of olefines, paraffins, and naphthenes; no 
phenols are produced. ‘The residue is well fused and coked. 

Wheeler concludes that the alpha and beta products are derived 
almost entirely from cellulose, while the gamma product is derived from 
the resinous constituents of coal. Recent work by Fischer and 
Schrader,'* however, furnishes very strong evidence that most of the 
cellulose disappears during the biochemical stage of coal formation and 
that the degradation products of lignin contribute to the larger portion 
of coal, the cellulose having been decomposed to methane, carbon dioxide, 
and water by the action of bacteria. ‘Thiessen has arrived at the same 
conclusion as Fischer, from a study of the biochemistry of plant decay 
and observations of the changes taking place in some existing American 
peat bogs. 


© Bedson: Trans. N. Eng. Inst. Min. & Mech. Engrs. (1899) 48; Jnl. Soc. Chem. 
Ind. (1908) 27, 147. 
11M. J. Burgess and R. V. Wheeler: Jnl. Chem. Soc. (1911) 99, 649. 
A. H. Clark and R. V. Wheeler: Ibid. (1913) 103, 1704. 
1D); T. Jones and R. V. Wheeler: Jbid. (1914) 105, 2562; (1915) 107, 1318. 
2 F. Fischer and H. Schrader: Neue Beitrige zur Entstehung und Chemischen 
Struktur der Kohle. Brennstoff-Chem. (1922) 3, 65. 
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Another important method for separating coal into three groups of 
constituents is the extraction with benzol at high pressure and tempera- 
ture. Fischer’ and Gluud have carried out this method on bituminous 
and brown coals with benzol at 275° C. under 55 atmospheres pressure. 
The residue was non-coking similar to the alpha and beta products of 
the pyridine-chloroform treatment. The extract contained the con- 
stituents responsible for the coking and swelling properties of coal when 
subjected to destructive distillation. These soluble constituents, which 
they called “bitumens,” were separated by further treatment with 
petroleum ether into a soluble oily substance, which gave to the coke its 
cementing properties, and an insoluble hard waxy residue, which seemed 
responsible for the swelling of the coking mass. 

In good coking coals, the bitumens melt at 300° to 350° C., and 
gradually decompose in part, giving off gases, the residual portion con- 
tinually rising in melting point and eventually hardening into a firm 
dense coke. The porous, weak coke, produced by high-volatile gas coals, 
is attributed to the distillation of a large part of the bitumens from the 
coal as undecomposed volatile matter. The non-coking of lean coals 
is due to the decomposition of the bitumens in the coal before they have 
been heated to their melting temperatures. 

Illingworth“ has developed practically the same theory of coke 
formation based on the pyridine-chloroform separation. He ascribes 
the degree of plasticity of fusing coal to the amount of gamma or “‘resinic”’ 
(y) components (soluble in pyridine and chloroform), and the melting 
point and viscosity of the melted gamma (vy) constituents. The physical 
properties of the resultant coke are determined largely by the tempera- 
ture to which the coal is subjected in the coking process and the proximity 
of that temperature to the melting and decomposition temperature of 
the gamma constituents. He showed experimentally that approximately 
400° C. was the coke-forming temperature of coals producing porous coke, 
and from 430° to 450° C. for coals producing dense coke; and that, in the 
carbonization of intimate mixtures of any two of the three coal compo- 
nents, alpha, beta, and gamma, at temperatures varying from 450° to 
900° C., only those mixtures containing gamma substances were 
capable of giving a residue of a coherent nature. Illingworth estimates 
that the gamma compounds begin to melt at 200° C. and become fluid 
at 350° C., which is in agreement with the melting temperature of 
Fischer’s “bitumens.’’ Extraction methods of analysis will therefore 
serve as a guide in the selection of coals of the desired coking tendency or 
for the blending of coals to secure coke of the requisite density and 


strength for metallurgical purposes. 


i teis d. Kohl. (1917-1922) 1-4. 
13 F. Fischer, et al.: Ges. Abhand. Ztschr. Kennteis d. Ko 
148, Roy Illingworth: Coll. Guard. (1920) 119, 1441; Iron & Coal Trades Rev. (1922) 
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Sinkinson!® has shown that unsaturated hydrocarbon gases, partic- 
ularly those containing triple bonds, when decomposed by heat yield a 
compact finely divided carbon which has strong cementing properties; 
doubtless this is the result of close packing and the large surface energy 
thus involved. He thinks therefore that cementation of coke may be 
caused by thermal decomposition of unsaturated gases in contact with the 
carbonaceous mass. It may be remarked, however, that the concentra- 
tion of unsaturated compounds, even in low-temperature gases, obtained 
under high vacuum is so low that it is hard to conceive of their having 
great influence on coke cementation. If we include the unsaturated 
compounds of the tar and also of its degradation product, pitch, the writers 
are willing to concede that thermal decomposition of the unsaturated con- 
stituents may be the main factor in coke cementation. Unsaturated 
compounds are easily decomposed by heat. 

The most elaborate attempts to separate and identify the constituent 
chemical compounds in the pyridine extract were made by Hofmann and 
Damm,'® who extracted 500 kg. of an Upper Silesian bituminous coal, 
obtaining 10 per cent. of the weight of the coal in the extract, and by 
Pictet, Ramseyer, and Kaiser,!7 who extracted 51% tons of a Saar coal 
with benzol and obtained, after further treatment of the benzol extract 
with petroleum ether, an oil resembling tar amounting to 0.25 per cent. 
by weight of the coal. In this oil they separated and identified a num- 
ber of hydrocarbons, some of which they also found in the tar obtained 
by distilling coal in vacuo at low temperature. 

’ Hofmann and Damm treated their pyridine extract with ether, 
washed the ether extract with alkali and acid to remove acids and 
bases, and then distilled the resultant neutral oils, which amounted 
to 16 per cent. of the pyridine extract or 1.6 per cent. of the original 
coal taken. These oils were then fractionally distilled and a number 
of saturated and unsaturated hydrocarbons separated and identified. 

One of the writers of this present paper visited Doctor Hofmann’s 
laboratory last summer and had the opportunity of seeing the substances 
that had been identified and the hundreds of other fractions that have not 
been carried through to completion. Such research requires a tremen- 
dous amount of painstaking and tedious work, much of which is of no 
avail because of the very small quantity of the final products obtained. 
Doctor Hofmann said he should have started with 5000 kg. instead of 
500 kg. of coal for the initial extraction. 


15}, Sinkinson: Some Observations on the Transition of Coal to Coke. Ind. & 
Eng. Chem. (1925) 17, 27. 


°F, Hofmann and P. Damm: Mitt. Schlesischen Kohlen Forschungs Inst., Kaiser 
Wilhelm-Gesell. (1922) 1, 115. 

” Amé Pictet, Louis Ramseyer, and O. Kaiser: On Certain Hydrocarbons in Coal. 
The Gas World (1917) 66, 21. 
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Net Resutt or RESEARCH ON CONSTITUTION or CoaL BY EXTRACTION 
Meruops 


Stopes and Wheeler!’ sum up the net results of the researches with 


organic solvents as follows: 
¥ 


1. Evidence has been obtained of the presence in bituminous coals of small quan- 
tities of (presumably but little altered) resins extractable by ether. 
2. Free hydrocarbons exist in small quantities in coal. : 
3. Whatever be the exact nature of its action, pyridine affords a means of resolv- 
aS many coals in such a manner as to render subsequent chemical examination less 
ifficult. 


In the opinion of the authors there has also been opened a promising 
field for study of the coking properties of coals by the use of the pyridine- 
chloroform method and by the benzol-petroleum-ether method of isolating 
the probable coking constituents for further study. 


ACTION OF CHEMICAL REAGENTS ON COAL. 


The treatment of coal with powerful chemical reagents, such as 
strong alkalies, concentrated acids, and oxidizing agents, has been one 
of the earliest methods for partly breaking down the coal conglomerate 
and isolating organized structure for examination under the microscope.” 

The action of alkalies, concentrated acids, and oxidizing agents 
is of particular interest because this treatment discloses the ‘‘humic”’ 
or “‘ulmic”’ nature of the bulk of material in coal, and its relation to the 
degradation products of the plant lignocellulose, as distinguished 
from the hydrocarbons, waxes, and resins that comprise the gamma 
products soluble in organic solvents. 

When peat, brown coal, or lignite is digested in a solution of caustic 
alkali, a part of the material appears to dissolve, imparting a deep brown 
color to the liquor. On acidifying the filtered solution, the dissolved 
material separates out as a brown flocculent precipitate. This precipi- 
tated material has been given various names, the most common being 
“ulmic acid,” ‘“ulmin,’ “humic acid,” “humin,” and “humic sub- 
stances.” British writers have generally adopted the terms “ulmin”’ 
and “ulmic acid.”” Most French, German, and American writers seem 
to prefer the terms “humin” and “humic acid.” The humins or ulmins 
are true colloids. Their constitution is not known; it is even doubtful 
if they are true acids. If we knew the chemistry of humins, lignin, and 
cellulose, we would know most of the chemistry of coal. 


18 M. C. Stopes and R. V. Wheeler: The Constitution of Coal. Fuel in Sci. & 


Prac. (1924) 3, 67. 
i) a C. pope: and R. V. Wheeler: The Constitution of Coal. Fuel in Sci & 
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238 MODERN VIEWS OF THE CHEMISTRY OF COALS 


The amount of humie or ulmic acid that can be extracted from coal 
gives a rough indication of its geological rank. Thus 50 per cent. or more 
of peat will dissolve in alkalies; a much smaller proportion of brown coal 
and lignite, but yet enough to give a deep brown solution; while practi- 
cally nothing is dissolved from true bituminous coal and anthracite. 
It is possible, however, to liberate the humic matter in high-rank coals 
by first treating them with oxidizing agents, as nitric acid; they will 
then color alkaline solutions brown. Slow atmospheric oxidation or 
“weathering’’ has the same action. 


ACTION OF OXYGEN UNDER PRESSURE 


Fischer”? and associates have recently published a number of articles 
on the action of oxygen under pressure (40 to 53 atmospheres and 200° 
C.) on plant constituents and the younger coals (brown coals) in water 
suspension with and without the presence of alkalies. They found that: 

1. Cellulose, in the presence of water and alkali, at normal temperature and 
pressure of oxygen is converted into oxycellulose. 

2. Cellulose, in the presence of sodium carbonate and water, at 200° C. and 40 
to 53 atmospheres of oxygen is decomposed with the formation of lower fatty acids, 
as oxalic, fumaric, succinic, and traces of acids containing the furan ring. 

3. Lignin is oxidized, in the presence of alkali, by air under pressure (200° C., 
43 to 50 atmospheres) to aromatic acids among which are, mellitic, pyromelletic, 
isopthalic, and benzoic acids. 

4. Resins and waxes are partly saponified by heating under pressure (200° C., 
40 to 43 atmospheres) with alkalies. 

5. Brown coals are oxidized by air or oxygen under pressure (7 hr. at 200° C.) in 
the presence of alkalies to aromatic acids principally, as takes place with lignin. 

6. Similar pressure oxidation of bituminous coal gave 40 per cent. of non-volatile 
organic acids, one-fourth of which were identified as aromatic acids, benzoic and 
phthalic acids amounting to 12 per cent. of the weight of coal taken. 


Fischer advances these results in support of his theory that the humic 
products in coal come from the lignin of the plants rather than from the 
cellulose. However, a number of other investigators are not ready to 
accept the lignin theory. In summing up the subject of the ulmin com- 
pounds in coal, Stopes and Wheeler consider the most rational theory at 
present is that both cellulose and lignin, together with the plant proteins, 
contribute to the formation of the ulmins or humins. 


AcTION oF Repucing AGENTS ON COAL 


As early as 1869, Berthelot?! found that carbonaceous matter, such 
as wood, could be largely converted into saturated hydrocarbons by 
heating to 280° under pressure in a water solution of hydroiodie acid. 
a ee a ee ee 

20 F. Fischer, et al.: Ges. Abhand. Ztschr. Kenntn.d. Kohl. (1920) 4, 8, 343; (1922) 


5, 141, 185, 235, 292. 
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Even carbonized residues were attacked, provided they had not been 
heated to so high a temperature during carbonization that their hydrogen 
was practically all driven out. Recently Fischer and Tropsch”® verified 
Berthelot’s results. They also succeeded in hydrogenating coals by 
heating with sodium formate and water in an autoclave at 400°C. The 
yields of ether-soluble oils were for the different ranks of coal as follows: 
anthracite, 1.6 per cent.; bituminous coal, 9.2 to 39.2 per cent.; brown 
coal, 26.8 to 45 per cent. Good results were also obtained by heating 
to around 400° with carbon monoxide and water under pressure. As to 
the question of what part of the coal was attacked to the greatest extent, 
Fischer concludes that the constituents derived from lignin were most 
strongly attacked. Brown coals that were poor in bitumen gave the 
largest yields, indicating that the bitumens were less attacked than the 
humic matter. He believes, therefore, that the products are, to a large 
extent, aromatics but has not proved this. 

At the present time, the action of hydrogen on coal at high pressures 
and moderately high temperatures is being studied in a number of Euro- 
pean laboratories. Bergius* heats coal suspended in oil, in a steel con- 
tainer to about 400° C. under hydrogen pressure of 100 to 150 atmos- 
pheres. By this treatment he claims to convert 80 per cent. or more of 
the coal into oils. Not much information is given as to the nature of 
the oils obtained, but it is presumed™ that they consist of phenols and 
hydrocarbons, the latter being similar to those obtained from petroleum. 
Bergius’ results have not been entirely confirmed, so far as the 
authors know. 

Shatwell and Graham” have recently published a preliminary report 
of hydrogenation experiments by the Bergius method conducted at 
Birmingham University. They failed to obtain any more than 3 or 4 
per cent. of the coal in the form of liquid products when bituminous coal 
unmixed with oil or phenol was treated at temperatures up to 425° C. 
and pressures up to 150 atmospheres. But when the coal was charged 
into the autoclave mixed with petroleum or phenol, they obtained liquid 
products in amounts up to 40 per cent. of the coal. Part of this liquid 
product was oil formed from the coal but most of it was in a form dis- 
solved in the oil or phenol. They have not reported on the nature of the 
chemical compounds in the liquid products. 

A significant conclusion from Shatwell and Graham's work is that 
the yields of products from the “clarain” and “durain” are approxl- 


22 Franz Fischer and H. Tropsch: Die Umwandlung der Kohle in Oel, Gebriider 
Borntraeger, Berlin, 1924. Geo. Abhand. Zeitschr. Kenntnis. d. Kohl. (1924) 5. 

23 German patents Nos. 301231; 303893; 309282. 

24 Ff. Fischer and H. Schrader: Brennstoff Chem. (1921) 2 161. é 

2 H. G. Shatwell and J. I. Graham: The Hydrogenation and Liquefaction of Coal. 
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mutely the same and that the liquids obtained gave almost identical 
analytical figures. This corroborates other evidence that much the 
larger proportion of the chemical compounds in the durain and clarain 
—that is, the dull and bright bands—is the same. 


DestrRucTIvVE DISTILLATION OF COAL 


When coal is heated in a retort without access of air, the chemical 
compounds composing the conglomerate are broken down and probably 
react, to some extent, with one another, forming gaseous, liquid, and solid 
products. The proportions and nature of these products vary with the 
rank and kind of coal and also with temperature, pressure, and rate 
of heating. If the distillation is conducted very slowly in vacuo at a 
gradually rising temperature, the vapors suffer much less decomposition 
from secondary reactions than when conducted at high temperatures 
(1000° to 1200° C.), such as are used in gas and coke-works practice. 

Low-temperature distillation of coal in vacuo, therefore, affords 
another method of attack in the problem of the constitution of coal, 
although it must be recognized that the products obtained are practically 
all the results of reactions taking place in the coal conglomerate as a 
result of heating rather than a distillation of these compounds out of the 
coal. The object is to avoid secondary reactions as much as possible in 
order to get primary products that may be traced back to the original 
coal compounds. 

As pointed out in the beginning of this paper, the amount of volatile 
matter obtained from coals decreases as the rank of the coal increases. 
It has likewise been shown that the temperature at which the rate of 
evolution of volatile matter increases rapidly rises as the rank of the coal 
increases, from about 230°, with brown lignites, to 350° to 400° C., with 
anthracites. Also the composition of the gases given off varies in a fairly 
regular manner with the rank. The percentage of COs, CO, and H.O 
decreases, and the percentage of CH, increases from lignite to anthracite. 
This variation would be expected from the progressive decrease of oxygen 
as the rank increases. 

In general, the low-temperature distillation (up to 475° C.) of bitu- 
minous coals in vacuo yields tars consisting roughly of: 


ConsTITUENTS Per Cent. 
Unsaturatedthydrocarbonsi. sae tie eeeeeentae mene 35 to 50 
Naphthenesiandi liquid! para tins-ss sentient ann 35 to 45 
Higher phenols (no carbolic acid). .......,...,.0..++....... 10 to 50 
ANOMNA LLC GON OUIM CSiverewe eis tera rales ieee 0 to 10 
Solid.parafiins Sava. eek 5. ee A little 


Benzene, toluene, anthracene, naphthalene................. Absent 
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_ Jones and Wheeler** distilled separately, in vacuo at low temperatures, 
the alpha, beta, and gamma constituents of coal. The alpha and‘ beta 
constituents yielded very small quantities of liquid products consisting 
mainly of phenols. The gamma constituents yielded 40 to 50 per cent. 
of distillate below 400° C., consisting of paraffins, olefines, and 
naphthenes; there were no phenols present. 

The separation of the coal conglomerate by pyridine and chloroform, 
therefore, offers one means of grouping into certain classes of constituents, 
in part at least, before distillation and gives a better chance to trace 
distillation products back to their parent coal compounds. 

Strache” sums up the effect of destructive distillation on plant sub- 
stances, peat, lignite, and coal as follows: 


1. Cellulose is not decomposed by heat under 100° C.; at 270° C., it begins to 
decompose with such strong evolution of heat that the temperature immediately 
rises to 350°. The primary tar is easily decomposed by heating too rapidly; how- 
ever, by careful heating even at atmospheric pressure a yield of 24 per cent. can be 
obtained. Much carbon dioxide and water are evolved with the tar. The tar 
contains neutral oils and phenols in considerable amount; acetone, furan derivatives, — 
and acetic acid, but no methyl alcohol. In vacuo, levoglucosan is formed and is 
distilled over. 

2. Lignin yields approximately one-half as much tar and one-third as much water 
as cellulose. The amount of neutral oil in the tar is considerable and the amount of 
phenols and acids is much greater than with cellulose. Contrary to cellulose, lignin 
tars contain methyl alcohol. Following is a comparison of cellulose and lignin tars: 


Composition of Tar From 
= == 5 


Constituents | hee 
| Cellulose, Lignin, 
| Per Cent. Per Cent. 
| 
= =e =e | ih’ tte, 
Neutral loll. s-5 acewaw 2 oW SS bp Glsnre ore eRe Oe nee Manca | Bil | 13 
TENE <5 a onc! So od GAH A cach PO voi ot OIG Orc ei acca a aaa nono 8 | 34 
INCRE): 9 3 3.5, o DB bie cost Gd. co5-4.b URE OBIS ete Caan 9 16 
52 37 
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3. The resins, hydrocarbons, and waxes, extractable from bituminous coal are 
partly distillable unchanged, and partly broken down into hydrocarbons of lower 


molecular weight, some of them being unsaturated. 
The bitumens in coal are the source of most of the tar and high heating value gas. 
4. The humic acids yield on destructive distillation, an insignificant amount of 
tar but much gas and solid residue. The distillation products (tar) contain much 


acetic acid and tar acids. No paraffin is present. 


%D. T. Jones and R. V. Wheeler: The Composition of Coal. Jnl. Chem. Soc. 
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Wheeler and his associates state that they: “hope to be able ulti- 
mately to correlate with definite morphological tissues or portions of 
tissues of the original coal plants, specific chemical substances now in or 
yielded by coal.” For example, they have obtained a quantity of pure 
cuticle, freed from the debris of the coal substance, sufficient to allow of 
a study of its behavior under different modes of heat treatment; from 
which the products of its destructive distillation can be determined and 
possibly its chemical constitution deduced. 


CONCLUSION 


In conclusion we may say that the modern views of the chemistry of 
coal take cognizance of the conglomerate and colloidal nature of coal. 
Microscopical examination has shown the presence of more or less altered 
plant remains in coal of all ranks. The difference in structure of the 
“bright”’ and “dull” bands of bituminous coal has been definitely shown. 
The bright coal is principally anthraxylon, the dull coal is_ largely 
attritus often containing small strips of anthraxylon; these are 
structural differences. 

The best-known chemical method of resolving coal into groups of 
compounds is by extraction with pyridine, followed by a subsequent 
extraction of the pyridine soluble portion with chloroform. The pyridine 
appears to act partly as a dispersing agent of the coal colloids and makes 
them accessible to the solvent action of the chloroform. The chloroform 
extract, or gamma fraction, contains the hydrocarbons, waxes, and 
“resinic” compounds. These appear to include the cementing constitu- 
ents and those that cause swelling in coke; likewise the compounds that 
yield the paraffins, olefines, and naphthenes in the liquid products of 
carbonization of coal. The alpha and beta fractions contain the bulk 
of the ulmic or humic products in coal. These products contain small 
percentages of nitrogen and organic sulfur. 

The question of whether the coal humins come from cellulose or 
lignin is not settled. The earlier theory that cellulose was the principal 
contributing factor seems untenable. Recent chemical research tends to 
favor the theory that lignin is the principal source. More light is needed 
on this question by further research on the earlier stages of coal formation, 
namely a study of peat taken from bogs at various depths and a study of 
the brown coals and lignites. 

We hope that investigators (those in America, in particular) will carry 
on this work because America is so richly endowed with coal deposits of 
many types and ranks, thus providing an unusual opportunity for applying 
the newer chemical methods developed by European investigators to 
the correlation of constituents through the various stages of coalification. 
a iS aS a 


28 M. C, Stopes and R. V. Wheeler: The Constitution of Coal. Fuel in Sci. & 
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DISCUSSION 


S. W. Parr, Urbana, Ill—I wonder if we appreciate what a trans- 
formation has been going on in the methods of the study of coal. One 
thought that comes to mind is where will be the proper place to start a 
reform in the matter of nomenclature? If we do not do that pretty soon, - 
a reformation will bé beyond hope. _The vitrain, clarain, durain advo- 
cates are getting their terms well established in their country, while 
lots of us do not agree on these terms. May I ask if pyridine is alto- 
gether satisfactory? The criticisms were that it was not a true solvent, 
but a reagent; is it satisfactory from the standpoint of possible increase 
of nitrogen compounds in the extract? We have been shying at the 
use of pyridine, but our foreign brethren seem to adhere to it. The use 
of an oxidizing fluid is very pronounced and the assumption is that that 
is on the cellulose residue and not on the lignite. 


Davin Wuite, Washington, D. C.—It has been my feeling that had 
the coal fields in Great Britain belonged to diverse geologic periods, as 
is the case in this country, with extensive deposits and production of 
lignite, subbituminous, and bituminous of different ranks, the British 
point of view and conclusions as to the four “‘ingredients,’’ and even as to 
the general evolution of coals, would be different from what they are now. 
Surely “‘vitrain’’ would not have come into use had the wood been 
followed from peat through its history. We see these jet-like lenses and 
layers—sometimes thick deposits—in anthracite as well as in coals of 
lower ranks; and sooner or later some one develops the right sort of slicing 
and illumination to bring out the fact that they are transformed wood 
or other plant tissue. Typical vitrains have been found by Doctor 
Thiessen to consist of wood transformed or, really, impregnated by 
humic (ulmic) matter. If the chemical deductions based upon “‘vitrain”’ 
by the British research investigators are true of the vitrain which is 
known now to consist of wood, then the vitrain, if there is such, that does 
not consist of wood, possesses apparently the same chemical features, 
and, chemically, loses its value as an ingredient, so-called, of coal. It is 
conceivable that we have in swamps precipitation of ulmic or humic acid 
material at times. None of us, I think, will dogmatically deny this. 
Yet, that it comprises what is commonly termed vitrain is strongly 
and persistently to be denied. 

The evolution of coal seems to be regarded by our British colleagues 
with very great caution. They seem unwilling to commit themselves 
to the proposition that coal is the product of the progressive evolution 
of swamp deposits, originally peats. Doctor Fieldner has spendidly 
reviewed the question both chemically and paleontologically. The 
original deductions from field geology are conclusive; it is very gratifying 
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to find them fully corroborated from the other two standpoints,—the 
microscope and the chemical laboratory. 

The term ‘‘rank”’ as applied to coal was, I believe, first introduced in 
the Geological Survey to replace “grades,” which was equivocally used. 
A low-grade coal might be a high rank coal that was very dirty, or it 
might be a lignite. 

The choice of a word imposes the obligation to take a word not mis- 
used in the particular application or field. ‘‘Rank’’ seemed to meet the 
requirements. Rank, however, implies a degree of precision, or fixity, 
that is slightly misleading, but I do not know a better word. The 
difficulty lies in the complete intergradation from rank to rank within a 
group or division of coals, such, for example, as semibituminous. 

‘“‘Anthraxylon”’ does not appeal very strongly; vitrain is entirely 
superfluous and should go overboard. Is there a word we can substitute 
for them that is either common English or that, defining itself, will be 
understood? 

REINHARDT THIESSEN, Pittsburgh, Pa.—The word ‘‘xyloid”’ has 
been used for lignite; lignatoid is a word used by others. But a study of 
the literature shows great objection to these words. Finding that these 
residues in the coal were derived definitely and absolutely from the woody 
substances of plants, I sought diligently for a word, and consulted many 
scholars in various languages. I finally took “anthrax,” the Greek word 
for coal, and “‘xylon,” the Greek word for wood, and combined them into 
‘“‘anthraxylon’? meaning woody coal. I do not like the word any too 
well myself and have said so from the start. It is too long, too bungle- 
some, and too hard to pronounce, yet I could not find a word that would 
express the same meaning. In the meantime our English contemporaries 
introduced their words, which mean no more than our old words, dull coal 
and bright coal. Those words have been used for years and are so 
thoroughly embodied in our literature that they can not be ignored, so I 
never paid any attention to these new words, durain, clarain and vitrain. 

My observation during the last years shows that by far the larger 
part of the anthraxylon, those parts of coal derived from wood, are largely 
derived from the lignin in wood, but not entirely. 


A. C. Fir~pNer.—All methods of extracting coal by solvents have 
certain disadvantages. For example, pyridine leaves some residual 
nitrogen in the insoluble residue. It is a question of whether this is 
simply small amounts of adsorbed pyridine or whether pyridine combines 
with certain constituents of the coal. Recent work by Pearson? proves 
that the action of pyridine is not wholly direct solution but to some extent 
dispersion, a fact that has been suspected for some time. Pearson has 
demonstrated the colloidal nature of pyridine solutions of coal. Pyridine 
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DISCUSSION 245 


has the strongest action of any of the commonly used solvents for resoly- 
_ing coal into different groups of constituents; as high as 20 to 35 per cent. 
may be extracted. 

Benzol extracts but a small percentage of coal at ordinary tempera- 
tures; at temperatures of 200° to 280°, it extracts more. Franz Fischer 
obtained as high as 8 per cent. on certain German coals. Decomposition 
of the coal, due to the high temperature, may have aided in making 
more of the coal soluble in benzol. ‘This same question applies to the 
action of high boiling solvents like quinoline. The investigator has, 
therefore, to choose between two evils—either pyridine at a low tempera- 
ture with possible combination of certain constituents, or solvents at 
high temperatures in which some decomposition may have. occurred due 
to the action of heat. 


CLARENCE A. SEYLER, Swansea, Wales.—I am particularly interested 
in the discussion of the term “anthraxylon.” I think the word is a good 
one to express Doctor Thiessen’s conception that all bright coal is derived 
from lignified tissue, though I imagine that cortical tissues must be 
included as wellas xylem. Without further investigation, it is impossible 
to be certain of the relation between anthraxylon, vitrain, and clarain, 
as used by Doctor Stopes. I think Doctor Stopes’s terms clarain and 
vitrain make a useful distinction between the bright glassy coal and that 
which has a silky luster, while durain and fusain distinguish two kinds of 
‘dull coal.” These terms, like alpha, beta, and gamma compounds, do 
not commit us to any theory of the nature or origin of the substances. 

Norr.—As the result of Doctor Thiessen’s kindness in instructing me during my 
visit to Pittsburgh (after the Meeting) in his technique, I am able to apply it to 
British coals and to compare it with the method of etching polished surfaces. I hope 
shortly to be able to come to a definite conclusion on the matter and trust that we may 
reach an agreement on the use of the terms. 


246 CONTACT METAMORPHISM OF SOME COLORADO COALS 


Contact Metamorphism of Some Colorado Coals by 
Intrusives* 


By J. Brian Epy, +t WASHINGTON, D. C. 
(New York Meeting, February, 1925) 


Contract metamorphism of coals is any physical or chemical change in 
the character of a coal directly attributable to heat of surface or intrusive 
igneous rocks. Coal beds so affected are found in the United States, 
England, Alaska, Mexico, New Zealand, Greenland, and other countries. 
Particularly in the United States, there is a wide occurrence of contact 
altered coals; conspicuous examples are found in Colorado, Utah, New 
Mexico, Illinois, and North Carolina. 

During a recent examination of coal beds on Yampa River, in north- 
western Colorado, the author had an opportunity to make some detailed 
observations on the contact metamorphism of coals. In this field, coals 
over an area of 20 sq. mi. have been affected by dikes, sheets, and sills;! 
samples of the coals were systematically collected and analyzed,? with 
the view of obtaining more specific data on the character of these altera- 
tions. The investigation was threefold in purpose: to secure information 
on the lateral effects of a dike cutting a coal bed, on the range in vertical 
effects on coal beds overlying sheets or sills, and on the range in the 
vertical effects on coal beds underlying sheets and sills. Favorable field 
conditions, such as fresh outcrops and newly dug prospects, made pos- 
sible many of the field observations and collections. 

The coals studied in this field belong chiefly to the Mesaverde and 
“Laramie” formations. The Mesayerde coals, on the average, are blocky 
low-rank bituminous coals; the “Laramie” coals, which are considerably 
younger, are of subbituminous rank. The coals of both formations, in the 
northeastern part of the Yampa field, have been greatly affected by basalt 
intrusives, yielding all variations of carbonized coal from natural coke 
to the unaffected material. 

The igneous rock that directly affects the coals is a fine-grained olivine 
basalt that is intruded, in sheets up to 200 ft. thick, into the coal-bearing 

* Published by permission of the Director of the U. S. Geological Survey. 

} Assistant Geologist, U. S. Geological Survey. 
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formations. These sheets have given rise to many small vertical dikes 
and are themselves offshoots from one or more of the large massive 
plugs that make the topographic features of Pilot, Hooker, and Wolf 
Mountains. 


LATERAL Errects or Contact MrramMorpHisM 


Six samples of coal were collected in one 300-ft. prospect entry on the 
Crawford tract of the Moffat Coal Co. The entry ended abruptly 
against a 25-ft. diabase dike. The percentage of fixed carbon for each 
sample computed on the “pure coal”’ basis and the relative distances of 
each sample from the dike are shown in Fig. 1. The curve connecting 
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Fie. 1.—PERCENTAGES OF FIXED CARBON IN A COAL BED AS DETERMINED BY EIGHT 
ANALYSES OF SAMPLES COLLECTED AT VARYING DISTANCES FROM A 25-FT. DIKE; COAL 
BED IS UNDERLAIN BY A SILL; AT 9 IS SHOWN AVERAGE OF 56 SAMPLES OF UNAFFECTED 
COALS. ALL ANALYSES ARE COMPUTED ON MOISTURE- AND ASH-FREE BASIS. 


the points, therefore, represents the amount and trend of the carboniza- 
tion of the coal bed at and near the dike. The shape of the curve, how- 
ever, is the result of the combined effect of the dike and a sill, about 50 
ft. thick, that is estimated to underlie the coal bed from 50 to 60ft. The 
effect of the sill on the curve is discussed later. In view of the presence 
of the sill, the effect of the dike alone cannot be definitely proved by the 
curve. It strongly suggests, however, that the effect of the dike does not 
extend beyond the locality of sample No. 2, or beyond 15 ft. A sample 
collected in a nearby entry several hundred feet from the dike but in the 
same relative position to the sill shows a fixed carbon content of 92.0 
per cent. (Lab. No. A-3039), indicating that the sill without the dike is 
capable of carbonizing a coal bed to the rank shown by samples No. 2 
to 5in the curve. If it were not for the sill, it is believed the curve would 
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be L shaped—dropping almost vertically from 2 to about the level of 9 
and then trending horizontally toward 9, which represents the average 
fixed carbon percentage (moisture- and ash-free basis) of 56 samples of 
the unaffected bituminous coals of the region. 

The aureole of coking at the contact of the coal bed and the dike 
extends from 16 to 20 in. into the coal bed from the actual contact. The 
coke is jointed into irregular hexagonal fingers from }4 to 34 in. thick, 
which parallel in general the bedding planes of the coal bed. 

Samples of the coke and adjacent coal were collected and tested for 
porosity and density;* the results of these tests are listed in Table 1, 
together with three other tests for comparison: 


TaBLE 1.—Porosity and Density Tests of Coal and Coke 


| | 
| ae eG Density | Remarks 
| | 
Coke, artificial........ | 45.5 _ 1.823  — Beehive coke given for comparison. 
Cokesnatura leer 23.6 | 1.500 At contact of dike and coal bed. 
Coke, natural....:.... | 9.8 | 1.472 At edge of aureole and uncoked 
| coal. 
ANH ONEKOMS oo ot acs Go oe | 6.0 | 1.503 Coal anthracitized by underlying 
| | sheet. 
BIbUMINOUS en err ae | 8.5 | 1.883 An average sample of low-rank 
| | Yampa bituminous coal. 
Subbituminous........ | mks Cer Wp Pema by bs An average sample of Yampa sub- 


| bituminous coal. 


The porosity determinations given are of lump samples about 4 in. 
on the three sides, and the density determinations are of the materials 
making up the samples. The actual contact coke shows a porosity only 
one-half that of artificial coke. The porosity decreases rapidly to a 
minimum at the anthracite rank and then rises to over 15 per cent. in 
the subbituminous rank. It is interesting to note that the porosity of 
the subbituminous coal is considerably greater than that of the natural 
coke at the edge of the aureole but much less than that of the coke at 
the contact. 

The conditions in the coke oven and at the contact of a dike and coal 
bed are widely dissimilar and comparisons of the products are doubtless 
of more interest than value. Temperatures in coke and byproduct 
ovens range from 950° to 1200° C.; the melting point of some of the basalts 
ranges from 1200° to 1300° C. Thus, while temperatures are somewhat 
comparable the differences in pressure and the initial character of the 


* By A. F. Melcher, Associate Geophysicist, U. S. Geological Survey. Methods 
used in making the tests were similar to those for oil and gas sand samples. They 
were described in Bull. Amer. Ass. of Pet. Geol., November-December, 1924, — 
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coals, more than the temperature, are thought to account for much of 
the dissimilarity between artificial and natural coke. In the oven, the 
the material is coked at atmospheric pressure and expands freely, provid- 
ing the large percentage of pore space shown in the table. In expanding, 
the material is permitted to become more thoroughly carbonized and the 
density of the coke grains is increased over that of the natural coke. At 
the contact of the dike and coal bed, the coal is under great pressure 
(both from the overlying rocks and the intrusion of the dike), expansion is 
prevented, and a less porous coke is formed. Probably because the 
natural coke is less porous, carbonization is less complete and the grains 
of the coke are not as dense as in the artificial variety. 


VERTICAL Errects oF Contact METAMORPHISM 


Samples of coals occurring above and below igneous sheets were 
collected to show the vertical range in the effects on coal beds of heated 
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recognizable change in the character of the coal beds. ‘The upper limit of 
this observed effect ranges from 60 to 110 ft. 

The lowest coal shown in log 5 was sampled in a short prospect entry. 
The analysis (Lab. No. A-3051), on the pure coal basis, gives 84.3 per cent. 
fixed carbon for a fuel ratio of 5.36; this coal is of average semianthracite 
rank. The coal bed occurring 60 ft. above the semianthracite bed, in log 
5, was also sampled and analyzed (Lab. No. A-3050); it showed 58.1 per 
cent. of fixed carbon for a fuel ratio of 1.38; this coal is of average bitu- 
minous rank. The coals in Fig. 2 shown within 50 ft. of the sill were not 
exposed and samples could not be collected. 

Fig. 1, showing percentages of fixed carbon for samples 1 to 8 (Lab. 
Nos. A-3042-3047 and A-3035-36), illustrates the effect of an underlying 
sheet. Samples 2 to 5 are anthracitized by a sheet that is estimated to 
underlie the coal by about 50 to 60 ft. Sample 6, taken close to the 
mouth of the prospect entry, does not represent a fresh coal, but 7 and 8 
are fresh samples. The gradual decline in the carbon content from 4 to 
8 may be interpreted either as due to the thinning of the sheet and the 
lessening of its effect or to an increased distance from the sheet. As the 
direction, on the ground, of the decline in fixed carbon content is from 
northeast to southwest, which coincides closely with the direction from 
the source of the sill to its feather-edge, the former interpretation is more 
likely to be correct. 

Two samples of coal were collected and analyzed from beds underlying 
a large sheet. In upper Elkhead Canyon, two coal beds outcrop at 26 
and 42 ft.; respectively, below a sheet 200 ft. thick. The bed 26 ft. 
below the igneous rock contains, on the pure coal basis, 92.8 per cent. 
fixed carbon for a fuel ratio of 12.88 (Lab. No. A-3166); this is a good 
anthracite. The coal 18 ft. lower contains 84.4 per cent. fixed carbon for 
a fuel ratio of 5.40 (Lab. No. A-3167); this is a semianthracite. 


SUMMARY 


Igneous activity in the northeastern part of the Yampa coal field has 
locally affected many of the coal beds of this region. Samples of the 
coal were collected to throw some light on the character and range of the 
effects of these intrusions. 

Analyses indicate that a 25-ft. dike is limited, in its effect on a coal bed, 
to a distance of about 15 ft. Megascopic examination of the bed fails to 
reveal an observable effect for a lateral distance of more than 20 in. In 
a vertical direction, a sheet 75 ft. thick has affected coals up to an average 
of 80 ft. above the sheet. Analyses show that true anthracite is formed at 
least as far as 45 ft. above the sheet in this field and true semianthracite as 
far as 55 ft. above the sheet, provided the coals are not affected by dikes. 
It is also shown that a 200-ft. sheet or sill will alter to a true anthracite a 
low-rank coal occurring 26 ft. below the sheet; and to a semianthracite a 
coal occurring 44 ft. below the sheet. 
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DISCUSSION 


Gro. C. McFaruaner, Oak Creek, Colo. (written discussion).—I 
agree with the author that lateral contact metamorphism of coal does not 
extend far from contact. At the southeastern edge of the Yampa coal 
field, a dike of diabase 8 to 12 ft. thick cuts through a 12-ft. bituminous 
seam. The coking extended back 17 in» from contact; at contact, coke 
(ash and moisture free) showed 90.6 per cent. fixed carbon ; 17 in. from 
contact, 65.4 per cent. fixed carbon; 36 in. from contact, 54 per cent. fixed 
carbon. ‘This latter is the normal fixed carbon percentage for the seam ; 
the normal ash content is 5.20 per cent. The coke at contact showed 
10.20 per cent. ash; 17 in. away, 10.10 per cent.; and coal 36 in. away, 
5.8 per cent. ash. This would indicate a coke yield of 56 per cent. 

The metamorphism of coal seams by intrusive sills is much more 
interesting, as in the area studied by the author are commercial deposits 
of high-grade anthracite; metamorphosed from bituminous coal by intru- 
sive basalt sills 40 to 90 ft. below coal seams. 

On the Crawford tract, which is the original discovery and has _ the 
best showing of anthracite so far uncovered, there are two seams that 
have been carbonized by the basalt. The lower seam, which is nowhere 
over 3 ft. in thickness, is from 40 to 52 ft. above the sill and is, wherever 
opened, true anthracite with a carbon per cent. of 89 to 91. The upper, 
or big seam, is from 80 to 96 ft. above the basalt sill and in a distance of 
16 mile shows every grade of coal from bituminous to anthracite. Over a 
large area, the bottom split of the seam is true anthracite and the upper 
split semianthracite. In places, there is a range of 25 in the fixed carbon 
percentage between floor and roof of seam. 

As active prospecting is now under way, the prospect drift shown in 
Fig. 1 has penetrated the 25-ft. dike and has been extended 250 ft. beyond. 
The fixed carbon percentage has increased from 87.50, beyond the coke 
aureole, to 94.81 per cent., at face. The dike was determined as olivine 
basalt, the same as the sill. Beside the olivine basalt, there are three 
varieties of diabase dikes on the property. One variety is similar to the 
Pilot Mountain plug to the northeast and one variety, which is quite 
vesicular, is similar to the Wolf Mountain eruptive core to the southeast. 

From a comparison of the size of the vein and its ash content at differ- 
ent points where it is pure bituminous, with the thickness of the vein and 
ash content where the vein is pure anthracite, it would appear that 100 
Ib. bituminous made 7814 lb. of anthracite. In the process the bitumin- 
ous coal lost 2114 per cent. of its weight and 14 per cent. of its heating 
value, or 1730 B.t.u. per lb. On this basis and on the ultimate analysis 
of the bituminous and the anthracite, the volatile distilled off was about 


as follows: 4(CH,) + NH; + 14(H20) + 7H2. 
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Assuming that the temperature of the intruded basalt was 1400° C. 
and that 60 per cent. of the heat radiated upward and 40 per cent. down- 
ward, and that the big coal seam, owing to the low heat conductivity of 
coal as compared with sandstone and shale, acted as a heat jacket, the 
60-ft. basalt sill would heat a 200-ft. belt of rock. The highest tempera- 
ture reached at the base of the big seam would be ®%o9 X 1400° C., or 
roughly 420° C. Besides the heat of the basalt, all the occluded mag- 
matic gases would collect under the base of the coal seam. These mag- 
matic fluids, consisting probably of water, chlorine, fluorine, and nitrogen, 
no doubt played some part in the process. The wide variations in the 
metamorphism of the big seam would indicate that the difference in 
porosity of the intervening sandstones and shales might cause local 
concentrations of these fluids under certain areas of the seam and thereby 
stimulate the heat reaction. It would also seem that anthracite of a 
fixed carbon percentage of 94 is a definite chemical compound CH2C2.C2. 
In this locality such anthracite would have an ash content of 8-12 percent. 
and a specific gravity of 1.50-1.53. 

The volatile matter given off by the coal during the carbonizing 
process is cut or cracked by the halogen and other reducing elements 
occluded by the cooling basalt. No doubt heat and a small quantity of 
water are enough to transform bituminous into anthracite. The anthra- 
cite crystallizes out of the pasty bituminous matrix like sugar out of 
syrup, only, in the absence of magmatic gases to act as exciters, the 
reaction requires more heat and heavier hydrocarbons are lost in 
distillation. 

In one place where the basalt sill is apparently unusually thick, the 
seam shows an ash content of 17 per cent. and a density of 1.88. The 
seam is shrunk in proportion to its high ash content. The author’s 
observation of a seam 42 ft. below a 200-ft. basalt sheet only being 
carbonized to semi-anthracite would also indicate fluids occluded by the 
basalt had a major part in transforming the bituminous seams. 

From the known rate of conductivity of sandstones, shales, and coal, 
the time elapsing between the intrusion of the basalt and the cooling 
to normal temperature was short, not over 400 years. 


W.~ T. THom, Jr., Washington, D. C.—I would like to emphasize the 
point, brought out by the author, that water vapor or gas emanating 
from the sills is probably the major cause of the alteration of the coal, 


the heat radiating by conductivity of the rock being relatively of quite 
minor importance. 
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Progressive Regional Carbonization of Coals 


By Davip Wuire,* Wasutneton, D. C. 
(New York Meeting, February, 1925) 


ATTENTION has been given to the sources and supply of the raw 
vegetal matter and the conditions of its submission to the process of 
sedimentation. An original and most valuable review has been made of 
the more important or significant chemical compounds originally con- 
tained in the organic detris, and of the biochemical changes undergone by 
the latter during deposition. Consideration also has been given to the 
factors controlling the selective biochemical decomposition, in whole or in 
part, of this debris, and the deposition, as sediments, of the undecom- 
posed plant structures and compounds, together with more or less of 
the so-called ‘‘ulmic,” or “humic,” organic decomposition products in 
colloidal solution.! 


BIocHEMICAL CHANGES END IN PEAT FORMATION 


The biochemical process terminates in the peat stage of coal formation, 
and with the cessation of this process organic sedimentation is completed. 
All subsequent changes result from geological causes and conditions. 
The deposits are in the form of peats of different types, organic muds, 
oozes, etc. They are essentially uncompressed and are wholly uncon- 
solidated, and their water content is great, amounting to over 85 per cent. 
near the surface of the deposit. Many of the chemical compounds remain 
as in the once living organisms; others are biochemically broken down and 


new ones formed. 
GEOCHEMICAL AND GEOPHYSICAL CHANGES IN BuRIED DEPposITS 
Subsequent Changes “‘Dynamochemical”’ 


The changes which subsequently take place through dehydration, 
lithification, and simultaneous progressive chemical alteration, by which 
organic sediments are advanced to brown lignite, subbituminous, bitumi- 
nous, semianthracitic, and graphitic ranks, are geochemical and geophysi- 
eal, and the process, which really is metamorphic,’ takes place under 
dynamic influences. In fact, the essential changes, including loading, 


P enior Geologist, U. S. Geological Survey. 
1See preceding papers in this volume. 
2 J). White: Bur. of Mines Bull. 38 (1913) 94, 127. 
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progressive dehydration, compression, induration, jointing, devolatiliza- 
tion, and refinement of cleavage, with gradual losses of carbon, hydrogen 
and oxygen, which characterize progressive carbonization, are now in 
progress in most coal fields. Recent organic sediments are being more 
deeply buried, compressive thrusts producing buckling, faulting, and 
earthquakes, are still in action. To the progressive transformation, 
under geologic conditions and forces, mainly dynamic, of the buried 
organic matter, the writer has applied the term ‘‘dynamochemical,” in 
contrast with the biochemical processes which cover the first or peat 
stage of transformation of organic debris into coal or other carbonaceous 
sedimentary deposits.’ 


Ranks of Coal Not Due to Original Differences 


It has been shown in other papers in this volume that the principal 
chemical compounds forming the plant substances have not changed from 
age to age of the coal-forming periods, notwithstanding the evolution mean- 
while of families, genera, and species. Woody tissue in thick secondary 
development, spores, pollen grains, pith, cambium, bark, leaves, epidermis, 
cuticles, glands, wound secretions, pigments, protoplasm, starches, gums, 
waxes, oils, and resins were apparently as plentiful in the Mississippian 
as in Tertiary peats. No essential chemical distinctions that might 
notably affect the composition of the biochemical deposit have yet been 
detected. Bacteria and fungi were varied and numerous. The waxy- 
fatty algae forming the bogheads and entering many cannels of the early 
Carboniferous appear almost indistinguishable from those of the boghead 
forming today—a fact not remarkable in view of the simple structure 
and low order of these plants. In all late Devonian and younger coals 
we have woody or distinctly xyloid types; beds rich in fusain, and deposits 
formed largely of spores, resins or other hydrogenous debris. In fact, 
in their fossil components and original constitution, all coals, graphitic 
and anthracitic, bituminous and brown, have their counterparts in the 
peats and other organic sediments of the present day. The woody 
type or group, with much debris of stem, branch and twig, and more or 
less fusain, is the common type—the ordinary ‘‘humic” type—of coal in 
all coal fields, as well as of peats laid down in the temperate and warmer 
moist climates of the present day. Genuine peat like that of today but 
silicified before compression under loading, has been found in the lower 
Devonian of Great Britain. The revelations of the microscopical study 
of the coals themselves as described by Renault,‘ Bertrand,® Thiessen, 
Jeffrey, Turner, and others find confirmation in the peat samples preserved 


2D. White: Econ. Geol. (1908) 8, 292. 
4B. Renault: Sur Quelques Microorganismes des Combustibles Fossiles. 1900. 


°C. E. Bertrand: Conclusions Générales sur les Charbons Humiques et les 
Charbons de Purins. 1898. 


DAVID WHITE 255 


in the calcitic and siliceous “coal balls” formed at or near the surface of 
the Carboniferous peats in certain districts of Europe and America. | 


Changes Due to Geologic Processes 


It is further to be noted that in one region or another peats (coals) of 
the common (humic or woody) type, cannels, and carbonaceous muds are 
to be seen in every stage of advancement by’ alteration through the 
successive ranks up to graphites and graphitic slates. There is no known 
chemical distinction and no physical differentiation, other than paleon- 
tologic, between the anthracite or the bituminous coal of the Cretaceous 
and that of the Carboniferous, the Tertiary and the Triassic. These 
significant circumstances give basis for the conclusion that the successive 
ranks of the ordinary woody coals—which undoubtedly were of essen- 
tially identical constitution and chemical composition at the beginning— 
are stages in the progress of the evolution of these coals, an explanation 
that finds support both in the laboratory and in the field. Coals in the 
retort or experimental furnace may be further altered (carbonized) to 
products nearly similar to the coals of higher rank. On the other hand, 
in a single coal field the same bed of coal, preserving all its depositional 
features and characters of fossil constitution, is seen to: change gradually 
from one rank to another in passing from one locality to another. 
This regional change in a continuous bed, without change in type, 
may be seen in most large coal fields. It is the result of progressive 
regional metamorphism. 

Whether the organic substances laid down with the inorganic be much 
or little, structural debris, or humic solution, they form part of asedimen- 
tary deposit never to be wholly obliterated in the course of subsequent 
dynamochemical changes. Carbonaceous residues will remain in the 
sediments. Once past biochemical action, wood cells and other tissues, 
together with exines, and algal cells, may later be reduced and even 
deformed or torn by pressure, and become shrunken by progressive losses 
of water, carbon, hydrogen, oxygen, and nitrogen, but the wasted vestiges 
will retain and define the original structure, even when completely 
carbonized. This has been satisfactorily shown in anthracite by Turner 
and Winter. Fusain is easily recognizable in the graphitic coal of Rhode 


Island, if the bed is not too badly crushed. 


Progressive CARBONIZATION AS OBSERVED IN DIFFERENT REGIONS 


The United States offers unrivaled opportunities for the observation 
and examination of the progressive alteration of coal from rank to rank 
in a given direction within a single basin. In horizontal or slightly 
dipping formations its coal measures extend throughout Bee areas. 
Its territory embraces coal deposits of Mississippian, Pennsylvanian, 
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Permian, Triassic, Jurassic, Cretaceous, and Tertiary ages. In “rank 
they range from peat to graphitic. 

In connection with his studies of the Paleozoic floras and of the 
coals themselves, the writer has for nearly twenty years given some 
attention both to the contributions of raw vegetable matter from which 
the coals were formed and to the evidence of the progressive alteration, 
under geological conditions, of the deposits that is to be observed in the 
same formation and even in the same bed in passing from point to point, 
or from one side of the basin to the other. 

This progressive alteration (metamorphism), or ‘‘carbonization,’’ of 
the combustible organic matter in the deposit includes both the organic 
debris and the solidified decomposition products which form the binder 
of what was once peat or organic mud. 


“cc 


“Fixed Carbon” Used to Indicate Stage of Carbonization 


The states in which the increasing proportions of carbon actually 
exist in the coal is unknown, and no exact method appears to have been 
employed or even devised for determining its amount. We are therefore 
compelled to fall back on the results of the very convenient, though 
inaccurate, unsatisfactory, even rather unscientific, “proximate analy- 
sis.’ However, far as the proximate analysis, with its incompatibili- 
ties, may lie from the ideal of chemical truth, it nevertheless furnishes a 
scale indicating the amounts of conventionally accepted ‘fixed carbon” 
in the coals of middle bituminous and higher ranks, though it leaves great 
lack of information as to the progress of carbonization in the coals of 
lower ranks. 

In the coals below (as well as above) the middle bituminous rank the 
progressive evolution or carbonization of the fuel is closely indicated by the 
decrease of oxygen (ash and moisture-free basis) in the coals, or by 
the ratio of such oxygen tothe totalcarbon.® Unfortunately, the applica- 
tion of this method requires “ultimate”? analyses, which may not be 
at hand. 

Since our interest relates only to the carbonization of the organic 
combustible matter in the coals, it is necessary to view the proximate 
analysis on the pure coal (ash-, moisture-, and sulfur-free) basis. Hither 


the fixed carbon as recalculated or the fuel ratios wa may beemployed. 
In the following pages “fixed carbon”’ will be used to mean fixed carbon 


in ‘‘pure coal.” 
Appalachian Trough 


The Appalachian trough presents probably the best region of the 
world for the observation of the pr ogressive carbonization of the coals in 


6D: “Wiehe: The Effect of Omen in Coals. U. ‘S. Geol. aes Bull. 389 (1909) ; 
Bur. of Mines Bull. 29 (1911). 
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passing from one side to the other of a great syncline. In the northern 
portion of the trough we find coals of the same formation and, in some 
cases, in identical or very nearly contemporaneous beds extending with 


ESSIVE CARBONIZATION IN THE NORTHERN APPALACHIAN TROUGH. HBAVY BLACK 
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slightly greater or less volatile matter. Near the meridian of Pittsburgh 
the coals show fixed carbons of 60 per cent. Eastward the volatile 
matter falls off more rapidly and by the time Latrobe or Connellsville is 
reached, the coals are of coking rank with about 65 or 66 per cent. fixed 
carbon, while at Windber, or practically at the eastern margin of the 
Allegheny bituminous area, the fixed carbon approximates 83 per cent., 
the difference being about 20 per cent. in 70 miles. In the Broadiee 
field the fixed carbon is variable and hardly reaches the latter figure, 
though the basin is much farther to the eastward. We shall again refer to 
this field. Still farther eastward and bearing slightly to the north, the 
western end of the southern anthracite region shows a carbonization of 
barely anthracitic rank, while in the Lehigh area, farthest east, x 
approximates 97 per cent.; see Fig. 1. 

Between Clarksburg, W. Va., and the Georges Creek basin near 
Cumberland, Md., the Piearet bed gains 22 per cent. in fixed carbon, 
the distance being only 70 miles. The lower Kittanning coal gains nearly 
as much between the Allegheny River and the Allegheny escarpment in 
Cambria County, Pa., the loss of volatile matter being 20 per cent. in 
about the same distance. 

A similar gradient is observed in passing from Ironton on the Ohio 
River to Quinnimont or Pocahontas (82 per cent.), or from the western 
outcrop of the Warrior coal field eastward to Birmingham, though the 
coals at the eastern margin of the latter field hardly reach the semibitumi- 
nous rank (75 per cent.). Asin the Broadtop field, the coals of the Coosa 
and Cahaba basins, to the east of the Warrior field, show fluctuating fixed 
carbons, the greatest of which are but little in excess of that at the eastern 
edge of the Warrior field. 


Interior Paleozoic 


The regional progressive carbonization of the coals toward the east 
in the Appalachian trough, toward the southeast in the broad, flat 
[linois-Indiana basin, and toward the south and east in the Mid-Conti- 
nent fields, is graphically shown by “‘contouring”’ of the fixed carbon in 
the map, which was compiled in small scale from state and regional 
carbonization maps by the writer in 1914.7. The contours then drawn are 
subject to but slight revision in consequence of later coal-field exploration 
and, particularly, the extension of the areas covered by standardized 


7 D. White: Some Relaiona in One Benmesn, Coal ntl Petroany Jnl. Wash. 
Acad. Sci. (map) (1915) 5, 189-212. This map was prepared especially to show the 
relation of the regional progressive carbonization of the coals to the general rank, as 
shown by gravity, of the oils in the same or underlying formations, and the extinction 
of commercial productivity of petroleum, except in PRiEAiACanY amounts of white 
oils, in areas where the carbonization of the coals in the normal sequence exceeded a 
percentage approximating 63 to 66. This publication has long been out of print. 
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analyses made in the laboratories of the Bureau of Mines.8 Larger 
scale mapping with contouring of the fixed carbon (isocarbs), based upon 
more voluminous data, have been published by D. B. Reger® for West 
Virginia, G. H. Ashley for Pennsylvania,’ D. R. Semmes"! for Alabama, 
and J. Brian Eby” for southwestern Virginiarand adjoining portions of 
Kentucky, West Virginia and Tennessee. Regional carbonization in the 
Paleozoic area of northern Texas has been discussed and mapped by 
M. L. Fuller. ‘ 


Western Cretaceous and Tertiary 


The Cretaceous and Tertiary coal basins of the Western States are 
generally much less extensive and deeper than those of the East, and in 
most cases the coals are of lower ranks. Nevertheless in many of the 
areas progressive carbonization is clearly shown in following the outcrops 
in the direction of greatest compression. 

The coals of the Fort Union (lower Eocene), which are mined in the 
northern Great’ Plains and Rocky Mountain region are brown lignites in 
North Dakota, as at Wilton and Lehigh,'* but when followed westward 
are found to be mainly black or extremely dark, but essentially lignite, in 
the longitude of Miles City and Glendive, Mont., while still farther west, 
near Red Lodge, they verge into the bituminous rank. The coals of the 
underlying Cretaceous advance in the same direction. The Fort Union 
coals are generally distinctly xyloid and are perhaps as uniform in their 


8 For both approximate and ultimate analyses of coals from American coal fields 
see N. W. Lord: Analysis of Coals in the United States, with descriptions of mine and 
field samples collected between July 1, 1904 and June 30, 1910. Bur. of Mines 
Bull. 22 (1912); A. C. Fieldner, H. I. Smith, A. H. Fay and Samuel Sanford: Analyses 
of Mine and Car Samples of Coal Collected in the Fiscal Years 1911 to 1913. Bur. 
of Mines Bull. 85 (1914); A. C. Fieldner, H. I. Smith, J. W. Paul and Samuel San- 
ford: Analyses of Mine and Car Samples of Coal Collected in the Fiscal Years 1913 
to 1916. Bur. of Mines Bull. 123 (1918); A. C. Fieldner, W. A. Selvig and J. W. 
Paul: Analyses of Mine and Car Samples of Coal Collected in the Fiscal Years 1916 
to 1919. Bur. of Mines Bull. 193 (1922); Analyses of Kentucky Coals. Bur. of 
Mines Tech. Paper 308 (1922); G. S. Rice, A. C. Fieldner and F. D. Osgood. Analyses 
of Iowa Coals, Bur. of Mines Tech. Paper 269 (1921); Analyses of Ohio Coals. Bur. 
of Mines Tech. Paper 344 (1923); David White: The Effect of Oxygen in Coal. U.S. 
Geol. Surv. Bull. 382 (1909); M. R. Campbell: The Coal Fields of the United States, 
General introduction. U. 8. Geol. Surv. Prof. Paper 100-A and J. A. Bownocker: 
The Coal Fields of Ohio. U.S. Geol. Surv. Prof. Paper 100-B. 

9 Trans. (1921) 65, 522. 

10 G, H. Ashley and J. F. Robinson: Oil and 
Geol. Surv. (1922) 1. 

11—. R. Semmes and J. E. Brantley: Ala. Geol. Surv. Bull. 22 (1920) 54. 

12 J, Brian Eby: Va. Geol. Surv. Bull. 24 (1923) Plate 37. 

13 M. L. Fuller: Econ. Geol. (1919) 14, 536. ; 

144A. G. Leonard and C. D. Smith: U. 8. Geol. Surv. Bull. 341 (1909) 15, 36, 
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constitution as the Paleozoic coals of Illinois. Proof of horizontal pres- 
sures increasing to the westward is abundant. 

In general, the carbonization of the Cretaceous and Tertiary coals in 
other regions of the Western States progresses toward the mountain 
uplifts, just as in the Montana-Dakota area. This is conspicuously the 
case in the Eocene coals of western Washington, '® where the carbonization 
advances from a semilignitic rank of 45 per cent. fixed carbon in the 
Chehalis and Eufaula region through the subbituminous and low bitumi- 
nous at Diamond and Ravensdale to coking rank at Carbonado and Wilke- 
son, while still farther to the east the coals near Fairfax and Montezuma, 
in the foothills of the Cascades, reach a carbonization of over 80 per cent. 
The coals higher as well as those lower in the same section change in the 
same direction, which shows that the differences are not due to floral 
distinctions, nor can they be caused by differences in climate or progress in 
initial decomposition. Similar eastward progression in carbonization is 
seen farther north, in Whatcom County, near the northwest border of the 
state, where, between Bellingham and Glacier, the carbonization steps 
from 66 per cent. fixed carbon to 92 per cent. 

In the Glenwood Springs coal field of northwestern Colorado the 
upper Cretaceous coals outcrop practically continuously along the Grand 
Hogback from Neweastle and South Canyon on Grand River, through 
Diamond, Pocahontas, Sunlight and Gulch to Coal Basin.'® At the 
north the fixed carbon of the coals falls below 56 per cent., but as the beds 
approach the Anthracite-Crested Butte uplift, the coals change to higher 
grade bituminous, with 60 per cent. fixed carbon at Sunlight; coking coal 
with well-developed cleavage and 62 per cent. fixed carbon at Gulch, and a 
highly prismatic coking coal with 75 per cent. fixed carbon at Coal Basin. 
On the opposite (south) side the same coal measures outcrop in the Book 
Cliffs field and along the Grand Mesa until it reaches the Anthracite- 
Crested Butte uplift from the southwest.'? Here again, the coal beds 
become progressively devolatilized as they traverse the district of increased 
compression near the uplift.'* Transition from bituminous through 
cooking rank to anthracite is also observed in passing from the southeast 
to Crested Butte and across to Floresta, where may be found anthracite 
indistinguishable by any criteria other than paleontological from some 
of the Pennsylvania anthracites. The Mesaverde coals of eastern Utah 
change from blocky, rather low bituminous to coking rank with pencil- 
prismatic structure at Sunnyside on the east.!9 


15H. WH. Smith: U. 8. Geol. Survey Bull. 474 (1911). 

16 H. S. Gale: U. 8. Geol. Survey Bull. 316 (1907) 264. 

17 W. T. Lee: U.S. Geol. Survey Bull. 341 (1909) 316. 

188§. F. Emmons, C. W. Cross and G. H. Eldridge: U. S. Geol. Surv. Geol. 
Atlas, Folio 6 (1894). 

19 G. B. Richardson: U. 8. Geol. Survey Bull. 371 (1909); Frank R. Clark: U.S. 
Geol. Survey Bull. (in press). 
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An exceptionally interesting example of regional progressive metamor- 
phism of coals is found in the Trinidad-Raton district of southern Colorado 
and northeastern New Mexico. In passing along the outcrops of these 
coal measures from Strong and Pictou, southwestward toward Trinidad, 
the coals of the Vermejo and Raton series progress from a very low-rank 
bituminous, at the north, through successively higher ranks of carboniza- 
tion into low coking quality in the region of Berwind and Hastings, and 
on to excellent coking rank, with about 67 per cent. of fixed carbon, at 
Starkville and Sopris or Engelville. In this field the carbonization 
advances from the flank of the Sangre de Cristo uplift southeastward 
toward the corner of the coal field, near Engelville; 7. ¢., away from 
the mountains.?° 


Alaska 


In Alaska the coals of the Controller Bay field change from coking 
rank with about 77 per cent. fixed carbon to anthracite in passing from 
the northwest to the southeast, and in the Matanuska field they range 
from low-rank bituminous at the west to semi-anthracite or even to 
anthracite at the extreme east.”! 


RELATIONS OF CARBONIZATION TO BATHOLITH INTRUSIONS 


It has been urged that the progressive carbonization noted above 
in Washington, Montana, and western Colorado, which takes place with 
steepest gradient as the mountains are approached, is due to the heat 
emanating from laccoliths, from batholiths, or from molten rock forced 
upward to form the cores, or along the axes of the ranges. An inspection 
of the geological maps of the coal fields shows that such rise of heated 
rock material in the process of mountain building can hardly account for 
the gradient in southwestern Washington, nor for that spreading from 
Anthracite to New Castle in Colorado, notwithstanding that the moun- 
tain on which Anthracite and Crested Butte are placed appears to be of 


laccolithic origin. 
Western States 


In northwestern New Mexico and southwestern Colorado the Creta- 
ceous coals grade upward in passing from the south toward the mountains 
in the vicinity of Durango, where they approach semibituminous rank. 
However, the same coals, Cretaceous in age, not only grade downward in 
carbonization to the southeast and southwest, a circumstance which 
should not be overlooked by the driller for oil, but the fixed carbon is 


20 W. T. Lee: U.S. Geol. Surv. Bull. 752 (1924). ; 
21A. H. Brooks: U. S. Geol. Surv. Bull. 259 (1906) 140; G. C. Martin: U. 8. 


Geol. Surv. Bull. 289 (1906) 18; Bull. 327 (1907) 41; and Bull. 500 (1912) 75. 
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lower also to the westward as the coals approach the flank of the lacco- 
lithic Ute Mountains. 

Most interesting relations between the direction of progressive 
carbonization, on the one hand, and the centers of intrusion on the other, 
are to be observed in the Trinidad field of Colorado. Here the coal 
advances in rank to the eastward—that is, in a direction away from the 
mountains—and the line of most rapid increase of fixed carbon may be at 
60° to the axis of uplift. Meanwhile the coal measures pass from their 
upturn on the flank of the Dakota hogback to a nearly flat position 
along the eastern border of the field. Portions of the field are cut by 
dikes or sheeted by basalts so seriously as to impair the quality of the 
fuel as well as to deter its exploitation. But while the coal is altered 
or even coked in contact with the sills, the metamorphism is purely of the 
contact type and distinctly local. 

Further, as shown in the Walsenburg and Spanish Peaks folios of 
the U. S. Geological Survey (Nos. 71 and 68), the group of great volcanic 
plugs forming the Spanish Peaks, from whose masses, several miles in 
diameter, the dominant system of intrusives radiates across the coal 
measures like sunbeams, lies in the northwestern part of the field. The 
fact that in passing from Trinidad northwestward to and around this 
center of igneous intrusion the volatile matter of the coals actually 
increases 1s most significant. Some of the coals of lowest carbonization 
yet reported in the basin lie at localities only a few miles from the great 
igneous stocks. 

The theory of metamorphism by batholiths and igneous intrusives is 
more fully treated by the writer in his chapters on the origin of coal?2 
and the results of contact metamorphism have been specially discussed in 
J. B. Eby’s paper.”® It is, however, worthy of note that in the Trinidad- 
Walsenburg field the coal appears to be virtually unaffected at a distance 
of more than a few feet from a thin dike. Generally there is little 
evidence of change either physically or chemically at a distance twice 
the thickness of the dike itself, even when the latter is comparatively small. 

In the coal fields of western Washington the coal measures, generally 
horizontal at the west, become closely folded, faulted, overthrust, and 
crumpled in the foothills of the Coast Range. In this region the coals 
of low bituminous rank in the New Castle-Gillman area appear to be 
little, if any, affected by proximity to an igneous mass of truly mountain- 
ous proportions forming Squawk Mountain, but they are far more ear- 
bonized in the region of evidently greater compression farther to the 
east (Snoqualmie) and north (Cokedale). Willis reports that the coal 
nearest an eastward-lying eruptive mountain near Evans Creek has a 


22 Bur. of Mines Bull. 38 (1913) 101. 
** Contact Metamorphism of Some Colorado Coals by Intrusives; see p. 246. 
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lower fixed carbon content than that somewhat farther from the igneous 
rock but stratigraphically lower, Apparently everywhere in this field 
the contact alteration of the coal is confined to a narrow zone not more 
than a few hundred feet from the largest dike. Thus, a thin coal bed 
that was converted to a brilliant anthracite ear a dike more than a mile 
in thickness was seemingly wholly unaffected where again sampled less 
than a quarter of a mile from the dike. ©.» 

In the Trinidad district of Colorado, although some of the highest 
rank coal of the region is found in the lower part of Great Mesa, which 
culminates in a basaltic flow about 700 ft. in thickness, known as Fishers 
Peak, the highest coal of the series—that is, that nearest to the great 
outflow—appears to be highest in volatile matter, the successively 
lower coals being higher in fixed carbon, in conformity with the law of Hilt. 

The coal of the Cerillos field in New Mexico shows rapid increase of 
volatile matter where the wedge between it and the heavy sill above it 
thickens, while in the Controller Bay region of Alaska the highest 
carbonization is farthest from the dikes. 


Eastern States 


The volatile matter in the coals of the Southern Anthracite field, in 
Pennsylvania, increases through a distance of 65 miles to the southwest- 
ward, and is greatest at a point nearest to intrusives, probably: of post- 
Triassic age, near Jonestown, about 10 miles to the southward. Still 
farther west, near the Susquehanna River, not far from Duncannon, 
the volatile matter is still greater in the Pocono (Mississippian) coals, 
which are, however, less than 5 miles from dikes. In the great bitumi- 
nous region of the Appalachian trough the only known dikes are peridotites 
in Elliott County, Ky., in the region of nearly lowest carbonization at 
the western border of the field, and in Pennsylvania near Brownstown, 
which is west of the coking belt. The dikes near Ithaca and Syracuse, 
which are similar in composition and may belong to the same system of 
intrusives, are far to the west of the zone of anthracitization, near which 
no evidence of intrusives is known. In southern Illinois the dikes at 
Eldorado and Harrisburg are passed some distance before reaching the 
area of maximum carbonization to the southeast, though a volcanic plug 
has been found still farther to the southwest, where coals stratigraphi- 
cally as low or lower are really higher in volatile matter. 

The falling off in the fixed carbon of the coals in areas compensated 
by overthrust, and in particular the backward drop toward the margin 
of the overlapping strata, to which reference will later be made, is con- 
clusively opposed to any theory that the carbonization of the coal in the 
direction of the axis of uplift is due to heat from deep-lying igneous rocks 
—hbatholiths or laccoliths, 
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PROGRESSIVE CARBONIZATION AND THRUST CoMPRESSION 


Both the study of the regional geology and the examination of the 
microscopical constitution of the coals themselves leave no room for 
doubt that in most of the American coal fields the differential carboniza- 
tion of the coals is primarily due to regional pressure-metamorphism. 
In the writer’s chapters of the bulletin by Dr. R. Thiessen and himself on 
the origin of coal,?4 the evidence isreviewed more fully than is here possible, 
and the different theories are briefly discussed. It will suffice, accord- 
ingly, in this place briefly to note only some of the principal facts, par- 
ticular attention being given to the compensating effects of folding and 
thrust faulting. 


Carbonization Progresses toward Sources of Thrust 


The increase of fixed carbon in the general direction of obviously 
greatest horizontal compression of the beds, so conspicuously evident in 
the Appalachian fields, is observed also in many Old World coal regions,?® 
a circumstance which long ago led to the proposal of the horizontal 
pressure hypothesis. Failure of acceptance of the theory was, however, 
mainly due to the drops in carbonization and the variations in fixed 
carbon often found in strongly folded regions evidently nearer the sources 
of the pressure, and presumably subjected to greater stresses. Lack of 
increase in carbonization where still greater shortening of the crust plainly 
had taken place, was viewed as disproving the theory, and necessitating a 
different explanation such as (a) differences in the original composition of 
the plant substance in the coals of different carbonization; (b) different 
degrees of bituminization by hydrocarbons approaching from some outside 
source and impregnating the coals in different areas; (c) different tem- 
perature gradients, with consequently different degrees of distillation, 
resulting from igneous rocks occurring as batholiths, laccoliths, or intru- 
sions; (d) differences in age; or (e) differences in biochemical bacteria. 


Compensating Effects of Faults and Folds 


On the other hand, as the writer has pointed out,”® the areas of folding 
and faulting are areas in which the horizontal compressive stresses have 
been partially compensated and relieved by convolution and overlapping of 
the beds. Further, in every case this compensation took place before 
the maximum stresses were exerted. The strata in the Broadtop field 
and in the Cahaba and Coosa basins, for example, were never subjected 
to the final full power of the differential thrusts, which operated with 


24 Origin of Coal. Bur. of Mines Bull. 38 (1913) 91-130. 

*> Bur. of Mines Bull. 38 (1913) 13; X. Stainer: Ann. des Mines Belgique [3] (1900) 
5, 397, 529; W. A. I. M.; van W. van der Gracht: Mem. Gov. Inst. Geol. Expl. Nether- 
lands (1900) 2, 113. 

26 Bur. of Mines Bull. 38 (1913) 114; Jnl. Wash. Acad. Sci. (1915) 15: 7 
(1921) 66, 176. Pe Ea 
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intermittently increasing stresses throughout long periods, with incredible 
compressive force,?” and which in many regions were renewed perhaps at a 
different angle, at times of later diastrophic movement. The stresses 
ultimately exerted in these folded basins may have been actually greater, 
but preéxisting lines of weakness or lesser cempetency of the horizontal 
strata permitted yielding before the highest compression that otherwise 
would have taken place endwise of the beds was accomplished. 

The Cahaba and Coosa basins in ‘Alabama lie in wedges, each of 
which is not only folded somewhat, but actually shoved very obliquely 
upward to the westward over the edges of the strata in the region beyond, 
so that Cambrian rocks actually override Pennsylvanian. Therefore, 
the beds in these basins have actually endured less longitudinal compres- 
sion, though overthrusting and folding have permitted greater shortening 
of the are in this region of undoubtedly greater intensity of westward 
horizontal thrusting. There is no question as to the greater horizontal 
compression the beds would have endured had there been no buckling or 
faulting. It is therefore quite natural not only that the coals of the 
Cahaba basin should vary in volatile content according to the structure 
and the position of the sample with reference to the fold but also that at 
many if not all localities the coals should be less devolatilized than those 
within the eastern edge of the flat-bedded Warrior field, against which the 
blocks containing the Coosa basin are overthrust, and which resisted the 
transmitted stresses without yielding. 

The Broadtop field in Pennsylvania lies in the midst of a folded 
region torn by notable thrusts (see Fig. 1), the full extent of which is not 
yet ascertained. Therefore, the strata of this field have never been 
submitted to the horizontal compression that would have been endured 
had the beds been held longer in a horizontal attitude by strata of greater 
competency acting in codrdination with a more rigid basement through 
which the main forces were transmitted. The carbonization varies 
according to the mechanics of the structure, but it appears in no part of 
the field to be so high as it is near Windber, within the buttressed bitum1- 
nous field 25 miles to the westward. 

When, however, we pass around to the north of the great “valley 
region” of strong folding and faulting, in which the plication bows 
crescentically northwestward (see Fig. 1), we find the carbonization still 
advancing along beds essentially horizontal, until the coals approximate 
the anthracitic rank at Bernice. Still farther eastward, where the basin 
embracing the Northern Anthracite field is gently folded but not over- 
thrust, the coal is of typical anthracite rank, with a fixed carbon of over 
93 per cent. The highest carbonization of the anthracite region occurs, 
as might be expected, to the southeast in the direction of greatest thrust, 
where, in the Lehigh district, the fixed carbon reaches 97 per cent. 


27 Op. cit., 13. 
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It is important to observe that in going from the Lehigh district—say 
Mauch Chunk—southwestward, along strike, the carbonization of the 
anthracite falls off as the coal basins extend out into the region of greater 
folding and faulting. This is well shown in the prongs of the Southern 
Anthracite field and of the Western Middle field.”* 


Fault Effects Confirm Explanation 


More conclusive proof of the production of advanced dynamochemical 
changes (carbonization) by essentially horizontal thrusting of the beds 
is found in the reaction to buckling and to overthrust seen immediately 
behind the faults along the flank of or within the eastern margin of the 
bituminous coal fields themselves. If we follow the Allegheny front, the 
eastern border of the great Appalachian bituminous regions, around the are 
of the above mentioned crescent and to the southwestward through 
southern Pennsylvania, Maryland, West Virginia, Virginia, and onward, 
it will be seen that in general the carbonization is highest where the beds 
in the zone bordering the coal field are less faulted and especially where 
less overthrust; but where the formations are overthrust at or near the 
border, the fixed carbon falls, the drop being greater where greater com- 
pensation of the thrust was given by farther over-riding of the beds. This 
feature is strikingly illustrated in several areas in which the stratigraphy 
and structure have been mapped in detail. 

The fault which begins very close to Pocahontas, Va.,?° originates 
rather abruptly in a low, narrow anticline which is quickly fractured, 
with increasing overthrust, without developing an arch of appreciable 
size, as it is followed southwestward parallel to the edge of the coal field. 
The compensation resulting from the thrust is immediately—in fact, 
instantaneously—observed in the declination of the fixed carbon of the 
coal for a short distance behind the fault, as shown in Figs. 1 and 2. 
The thrust grows in magnitude until near St. Paul, about 28 miles distant, 
Cambrian rocks lie on Carboniferous. Meanwhile the fixed carbon 
in the Pocahontas coal bed and in the overlying coals has rapidly declined 
from nearly 84 to about 65 per cent. 

Passing a few miles northwestward from any point on the fracture, 
the fixed carbon is found to increase quickly to a maximum, beyond which 
it falls off in a gradient comparable to that of other regions in the corre- 
sponding zone of the basin. The maximum carbonization also falls off 
gradually as the overthrust gains in magnitude. At the same time, 
however, the individual isocarbs, or lines of equal carbonization, hook 
around to the east against the iault line. This is well shown i in J. B. 


28 G. H. i a dg ER Robmeon poe Geol: Surv. (1922) 1 
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intersection of the Elk Valley fault in northern Tennessee, beyond which 
point the carbonization again advances to 70 per cent. Just as the Elk 
Valley fault, last mentioned, marks an offset of the Pine Mountain fault 
to the southwest, so the Russell Fork fault in Buchanan and Dickenson 
Countries, Va., marks a shear zone offset at the northeastern end of the 
Pine Mountain fault. Thus, the Cumberland basin may be regarded as 
lying in a great block overthrust by older beds on the east, and itself 
shoved a short distance (increasing toward the southwest) across the 
edges of the flat-lying coal measures of the main coal field. As a result 
of these thrust-absorbing movements, the fixed carbon of the coals 
declines to about 60 per cent. throughout the southwestern two-thirds of 
the Cumberland basin, as shown in Eby’s map, Fig. 2. 

In crossing the Warrior coal field of Alabama the carbonization of 
the coals in the nearly horizontal strata advances from about 55 to 70 . 
per cent. near Birmingham,*! where the great wedge containing the 
Cahaba field is thrust to the northwestward so that Cambrian shales 
overlie coal measures of Pottsville age. Here, again, some hodking 
backward of isocarbs immediately behind the overthrust is to be noted, 
though the analytical material is not so ample as that in southwest 
Virginia. In both the Cahaba* field, which lies in the first great overthrust 
wedge east of the Warrior field, and the Coosa basin, next eastward, 
which also lies in an upward wedged block, the varying carbonization 
of the coals is in general scarcely more advanced than in those behind the 
edge of the Warrior field, as is to be expected. No coals are found farther 
east; but the very richly carbonaceous shales, of Mississippian age, in 
northern Clay County, Ala., are partially graphitized, apparently through 
no other cause than increased regional thrust pressure. 

In the Eastern Interior basin which embraces the Illinois-Indiana 
coal field, slight fluctuations in carbonization are seen in the northern 
portion, but in the southern third the carbonization advances rapidly to 
the southeast, where it approximates 65 per cent. in the Saline valley. 
At this point buckling sets in, in evidence of thrust pressure from the 
southeast, and beyond here faulting accounts not only for failure in 
further carbonization but for variability and local decrease of fixed 
carbon. Here, as in the Cumberland basin, or in Alabama, the pro- 
gressive increase in fixed carbon may be observed not only in beds in a 
single formation but in continuous or nearly contemporaneous deposits. 

The coals of the Mid-Continent field advance from a very low bitumi- 
nous rank in Iowa, northwestern Missouri, and northeastern Kansas, 


*1Charles Butts: U. S. Geol. Sury. Geol. Atlas, Birmingham Folio (No. 175, 1910). 

32 Charles Butts: The Northern Part of the Cahaba Coal Field. U. S. Geol. 
Surv. Bull. 316 (1907) 76-115; The Southern Part of the Cahaba Coal Field. U.S. 
Geol. Surv. Bull. 481 (1911) 89-146; U. S. Geol. Surv. Geol. Atlas, Bessemer 
Vandiver Folio (in press); U. S. Geol. Surv. Geol. Atlas, Columbiana-Monteval 
Folio (in press). 


+ daall —_ 
DAVID WHITE 269 


to a carbonization of 60 per cent. in the vicinity of Muskogee, Okla. 
Southeastward in this region the coals grade upward through semibitumi- 
nous to semianthracites, with fixed carbon in excess of 90 per cent. at 
the eastern end of the coal field, in Arkansas. Going westward along 
the southeastern border of this coal field, an everthrust zone known as the 
Choctaw fault is encountered. Behind this fault the carbonization of the 
coals rapidly declines as the fault increases in magnitude to the westward; 
also the isocarbs are conspicuously’ hooked backward as the fault 
is approached. 

Stress is laid on the carbonization gradient behind the thrust faults 
as unmistakably indicating the immediate effect of relative escape from 
the maximum compressive stresses of the area, and as indirect but 
corroborative proof as to the effectiveness of horizontal compression in 
the progressive regional devolatilization of the coals. It not only shows 
clearly the effects of relief of the beds immediately behind the overlap 
from the full force of the compressive thrust, but it reflects variation in 
the intensity of the horizontal stresses, due mainly to the mechanics 
of the structure and thrust transmission. 

Detailed studies based on more voluminous chemical analyses of the 
areas embracing several of the great thrusts, such as those at Pocahontas 
and Pine Mountain, and in the Birmingham district, will probably result 
in data from which approximately to deduce the lines of transmission of 
the thrust forces through the massive and relatively competent rocks 
beneath the folded or even contorted strata and the thrusted wedges, and 
through the undisturbed horizontal strata riding competent beds beyond 
the faults or folds. The rate of catching up of the fixed carbon to the 
maximum behind the Pocahontas, Pine Mountain, and Choctaw faults 
seems to show a low gradient of the plane of thrust transmission to the 
now exposed strata in these areas. The width of the zone of abnormal 
volatile matter (decline of carbonization) depends upon the depth of the 
faulting. It may be added that local variations in fixed carbon, probably 
not due to original differences in the constitution of the coals, may owe 
their origin to local differential stresses such as produce local and irregular 
anticlines and domes. 


CARBONIZATION GREATEST IN AREAS RESISTING GREATEST THRUST 
STRESSES 


The greatest compression takes place on the side from which the thrust 
originates. From this point the force is gradually reduced (compensated) 
by actual compression of the rocks, if not by folding and faulting, so that 
the thrust is gradually weakened in passing farther and farther from its 
initial point. The general gradient in carbonization reflects the diminu- 
tion of horizontal thrust. ‘The compressibility of many of the sedimen- 
tary rocks is more or less well known to engineers, but is not fully realized 
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by most geologists. Experiments showing the measurable compressibility 
of granites and other igneous and crystalline rocks have been described 
by F. D. Adams, and by L. H. Adams and others.** 

Relative to the great horizontal stresses to which the strata in the 
Appalachian trough have been subjected, mention may be made of the 
calculations by several eminent geologists of the shortening of the crust 
of the earth in different portions of the northern Appalachian region. 
Claypole,*4 it will be remembered, roughly computed the contraction 
between the Allegheny front and Blue Mountain, 49 miles distant, at 9 
miles; and that 95 miles had been contracted to 16 miles between Blue 
Mountain and the east side of Cumberland Valley. Lesley estimated 
the reduction by means of folding and faults at about 40 miles. More 
recently R. T. Chamberlin, an authority on tectonics, carefully calculated 
the shortening produced by folding alone of the Paleozoic rocks between 
Tyrone, Pa., and Marysville, Pa., 61.6 miles distant, at 10.2 miles. 
This estimate does not take into account the shortening effected by thrust 
faulting. Chamberlin also concludes that 9.5 miles have been reduced to 
4.75 between Marysville Bridge and Harrisburg. More recently Arthur 
Keith,®® than whom no geologist is more competent in knowledge of the 
stratigraphy and structure of the Appalachian region, has estimated the 
shortening that has taken place between tidewater on the east coast and 
the west side of the Appalachian trough at over 200 miles. 


PRESSURE, TEMPERATURE AND TIME 


The same metamorphic agencies that cause the devolatilization of the 
coals produce corresponding changes in the accompanying rocks, though 
these changes are not so marked until the later stages are reached. Dehy- 
dration of silts, compacting, progressive jointing and induration of sand- 
stones, limestones, and shales, with, later, the development of platy 
cleavage and schistosity, with recrystallization of limestones, silicification 
of sands to quartzites, transformation of shales to slates, and deformation 
of grains or pebbles, take place while the peats are being progressively 
robbed of their moisture and reduced in volume by compression, and by 
loss of volatile matter in the form of gases, some of which probably 
condense in other strata, and while, in some cases, schistosity of the coal 
is apparently followed by cementation. In short, the regions of greater 
change 1 in the coal show physical evidence of greater pressure. 


33 yaa 1p neler: A E. G. Goler: a Tavectiontion into the Blaete. Coustanta 
of Rocks, More Especially with Reference to Cubic Compressibility. Carnegie Inst. 
Wash. Pub. 46 (1906); Leason H. Adams, Erskine D. Williamson and John Johnston: 
The Determination of the Compressibility of Solids at High Pressures. Jnl. Amer. 
Chem. Soc. (1919) 41, 1-42; Leason H. Adams and Erskine D. Williamson: On the 
Compressibility of Minerals and Rocks at High Pressures. Jnl. Franklin Inst. 
(1923) 195, 475-530. 

34. W. Claypole: Amer. Naturalist (1885) 19, 257. 

85 Arthur Keith: Bull. Goel. Soc. Amer. (1923) 34, 335. 
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Devolatilization of coal is still in progress in many parts of the world; 
in some districts the rate is almost insensible ; in others it is not only 
clearly perceptible, but obvious.** There is no line of demarcation 
between the different ranks of coal, the intergradation or continuity being 
absolute and complete between peat, lignite and semigraphitic coal. 

The transformation of the fuel from the peat stage, or primary rank of 
coal, to the more advanced ranks, as it'is grossly indicated by the pro- 
gressive reduction of the volatile matter in the fuel, is the product of the 
dynamochemical process. 

The effective pressures are essentially those of horizontal thrusting 
exerted in tremendous but varying force intermittently through long 
intervals, especially during periods of diastrophic movement. Genera- 
tion of volatile matter, including gases, in the beds, furnishes additional 
pressure. Pressure of loading assists in reduction of volume, mainly by 
dehydration, but its most important function lies in its aid to competency. 

The temperatures of coal alteration even, to the anthracite ranks, have 
almost certainly been relatively low. They are the results of heat of 
depth of burial, heat of chemical reaction, and, what is far more impor- 
tant, heat of friction under the compressing stresses. The intermittent 
thrusts of generally increasing violence, exerted through long periods, 
with consequent actual horizontal compression of the rocks, can only 
have resulted in very great friction, the heat of which should be more or 
less cumulative. Observations by C. E. Van Orstrand of temperatures 
in deep wells on several anticlines in the United States indicate steeper 
temperature gradients as the axis is approached. This, however, is 
perhaps wholly explained by the greater rapidity of erosion of the rock 
material from the top of the uplift as compared with the rate of radiation 
of the heat. 

The time during which the rock pressures have been exerted is 
geologic, and the pressure temperatures have probably been relatively low. 
It is important to note that essentially the same chemical results, so far 
as they are revealed by present methods of analysis, have been produced 
by greater intensity of thrust exerted through shorter periods, as by 
relative mildness of dynamic activity through a long period. This is 
well illustrated by the rapid advance of’Cretaceous and Hocene coals to 
the coking and even anthracitic ranks in some of our western coal fields 
where, by forced marches, so to speak, the young coals have been brought 
to a stage of evolution as far advanced as the Paleozoic coals of western 
Pennsylvania or southern West Virginia. The accomplishment of 


relatively great alteration during a relatively short time premises more 
In other words, the extent of the altera- 


vigorous compressive stresses. 
tion of the coal depends on the duration as well as the intensity of the 
ey ey allied oA _ of volatile matter is seen at the Coryell 


Eee striking illustration of copious esca 
mine, near New Castle, Cola. 
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stresses. In the Paleozoic coal fields regional thrust compression has in 
some cases been accomplished during several periods. The eastern 
portion of the Appalachian trough not only was subjected to severe 
westward thrusting, with consequent buckling during the post-Paleozoic 
revolution, but the are was further shortened at the time of post-Triassic 
compression. Further stresses were presumably exerted at the times of 
post-Cretaceous and post-Tertiary uplifting. 

Bearing in mind that folding and faulting tend to compensate and neu- 
tralize the thrust stresses and that the degree of devolatilization of the coal 
depends in general on the duration as well as on the intensity of the com- 
pression, it becomes obvious that in regions of initial equal stress the meta- 
morphism will, other things being equal, be greater in the districts where 
no buckling or overthrusting of the beds has permitted escape from the 
intensity of the thrust. . The coal of the folded and especially the faulted 
areas may be less devolatilized than coal in other areas in which pressures, 
actually less intense, have continued for a longer period without relief. 

Time and temperature may, within limits, each be substituted for 
the other, in accordance with field geological observation and laboratory 
experiment, and pressure is partially interchangeable with both: 

The fact that under the same dynamic conditions coals of all ages 
—Paleozoic, Triassic, Cretaceous, and Tertiary—are brought to the same 
states or ranks, is proof that the ranks of the coal are not dependent on 
climate, ingredient matter, bacteria, or progress of initial decomposition. 
The fact that all the coals in the vertical sections are simultaneously 
advanced in passing into regions of greater sustained compression, 
regardless of type or ingredient material, shows that the geochemical 
changes are produced by a common dynamic cause. 


METAMORPHISM OF THE ORGANIC MATTER FROM RANK TO RANK 


In the lower ranks of coal the principal chemical differences between 
coals of different types, but of the same rank, are due, as has been pointed 
out, to distinctive qualities inherited from the corresponding peats, they 
being due to the original ingredient constituents. At later stages, in 
higher ranks, the original distinctions yield to the effects of dynamochemi- 
cal transformation, and become less conspicuous, while new qualities 
such as that which causes caking, originate in the course of the evolution 
of the coal. 


Inherited Qualities 
The relations between the chemical composition of the ingredient 


organic debris composing the deposit, on the one hand, and the peat 
aggregate, the lignite, and the subbituminous derivatives, on the other, 
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are illustrated in the accompanying table,*? which roughly shows also 
some changes in chemical composition, so far as the latter are indicated 
by the ultimate analysis, as the coals advance to higher ranks. 

In this table are given analyses representative of the principal types 
of fossil fuel deposits, each in the successivé major ranks or stages of its 
evolution. The types are (1) the more or less distinctly woody or 
common (“‘humic”) coals, (2) the canneloid types, (3) the ordinary sapro- 
pelic or bituminous shale, and (4) the algal sapropel or boghead coal. 
At the top of the same table are shown also the gross chemical com- 
position of some of the most important of the somewhat resistant plant 
substances and products originally contributed to the organic deposit. 

The directness with which each type of coal as seen in the different 
ranks reflects chemical qualities inherited from the plant structures and 
products surviving the biochemical process and characterizing the type 
of deposit in the peat stage is shown still more distinctly in the graphic 
curves of Fig. 3. 

These curves are subject to revision when ultimate analyses of typical 
pure algal bogheads in the lignitic and subbituminous ranks are available, 
and they may be elaborated in details of very great interest when the 
analytical data obtained from coal samples systematically collected by 
the geologist in the field are so complete that, instead of quoting a single 
composite analysis as representing the average composition of coals of 
the particular type within the range of a given rank, it may be possible 
to submit a sequence of ultimate analyses illustrating the evolution of the 
type throughout the successive stages of that rank. Standard analyses of 
lignites grading from Pleistocene peats to the high-rank brown coals of 
Texas and North Dakota are especially needed. With such information, 
we should know at what point in the transformation of a given type of 
deposit the chemical changes marked by notable eliminations of carbon, 
hydrogen or oxygen occurred, with consequent effects upon the gross 
proportional relations of the other two principal ingredient elements. 
Such a series of analyses should also offer a better basis for speculation 
as to the hydrocarbons generated, including both those that remain in 
the solid residue and those that pass off as volatile matter. ve 

The effect of the carbohydrates, which predominate in the initial 
sediments forming the common (humic) coals, is seen in the high oxygen 
and the relative low hydrogen®* and carbon contents of those coals, as is 
clearly shown by the curves. The large content of hydrogen in the 
resins, the waxes, and the waxy-fatty elements of the spore and pollen 


37 From manuscript of “Some Relations between the Composition of paar of 
Different Ranks and the Composition of the Initial Sedimentary Deposits, con- 
tributed to the semi-centennial meeting of the Société Géologique de Belgique, June, 
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88 The vertical scale of the hydrogen curve is double that of the oxygen an 


carbon curves. 
VOL. Lxx1.—18 


| Q 
FL°T #3°0 22°26 ee aes oxean aay se 
$e°0 18°F 69°0 OE Olgas See tics capcy “A ‘1809 orydery a9 
2 = ‘ av eS ee J fe 
ot 
ion 
$80 E'S 10°S EL°€6 | ce SOPIOBIYQUE “‘euueg 9 od¥leAy oe E 
' 
m ee = = Deen a a —— eal Be = 2 
>| L3°T Zee 86°F 80°68 ae Sp TaN AN “s'09 90940 Bee 
2) . ABT pus ysoley egy OSBIOAW Bite B 
oD engl = oe) =a te ae | _ se = = z = uae 
fy 029} UBUISE 23°9 | 68°OT $8 ES Big 
a szPBOYBOq Yo}00g SPP.) 88" OT L918 | | : BS 
ssPBoysoq uBlyeysny GE | 8 ‘OL 26°S8 06°6 | OL's 16°%s | oz ON" pue 2 
z ss[PUUBO “AY ‘arysary 69°24 | 99°2 9¢°€8 “81 “Puy ‘oryo oF aderoay | 
a) —— _ nm | ~ — a a | a a ry ees a = 
5 seWodorPtedO | 80°T | (S+) 19°21! zr‘or Sony | Eom 
= ye[PUUBO AQID Ipad OO'FI| Z6'Z TO'SL | THT €F'81l) GO'e Tees es WON pue copy | BEY 
SN ‘OSM «QUOT OZ eseloAVy ase 
—— — — ~ ~ ee SY —— es = = 
5 se IV ‘1048a'7 LENG) Ties FTL | le 
fea} 12 'OJ0D ‘enbeqaq €F'6I] sI's vO'OL | | | 3 
ae ord PBISMIBCT ‘oudooITY | FE-g | (G+) 66°€¢| g's 9I's9 | ie 
Ss sBBI Joyoepuey ‘aueoory | rz-7 | (g-+) 0L°%%| §0°0T 90° #9 99%) eL"% 68°69 = ***“g S0q1UBI] sexay, Zz oFvIoAW S 
2 neXVT Ysvyyeg = gg aeacon OMT I 8 *e7 2) 
= 919}1310.1005 CMa RES eT Tee We COs), 90°88 BEG 9F'9¢ sod. oho ons e1esuojddog so 
Z s19F1BUOI00D | 2°Q 6°38 0°SL v'6L €€°F | (S+) 62°28! bo °9 VE EG aN cle meee anod UMOIg WaselIg 0 S 
S s1¥od ,, oINyByL ,, 99°6%, 16°9 $9'E9 I8"€€| ge-¢ B9°09 [*" "8+ ** Lsgad oT asBIIAYV eas 
Say g F ray 7 = | a e 
= Sjedoides 9 yo ova 9° : . : ° ; : Byes Sislagaisis)ie. <)istajs oayevs 
= ‘ jecor ay adores, et (833 ge-oe So's es ee) ae oe Ce ee = 
“ sTeosesepeyy ‘tedod F'6 | 82°0T 08°62 a0 6e) ¥6'9 86°E¢ ees eBBIEAG % OT + poo Ns 
67] gece te ee i egg o1R)g | 5 
2 e810 pue syeqg L°SI-¥'6 |¥°S1-¢' OT “8L-0'° FL SLOP} 98°9 LO °8P ee Whee eee ies | = 
a 9SOXB MY 9'9 -S°F | $I-T'e1/9°T3-e-0g (N+) ¥°#F) 69°9 Te"Oy |i iiiiii tr tespoom gz ogereay | 8 
g 9810448UI OIUISay 6 I> © |6°s1-2 6 |4°S8-8'92 89°6F-6 ZF ¢ “98'S /L°TS—-0'OF|° ++ ees e eee eee. 197 8IPAYOqIer = 
3 - 
S uweulloed 
} loedg N O H re) N oO H re) ueurttoedg | 
a | | 
SeMeg oedoideg Selieg ormmyy 


274 


(9e1f anjy~ns pus einjistow ‘ysy) 


S pun sjp09 own zy fo sashjoupy— | aQTav I, 


275 


DAVID WHITE 


» 
“ZOL 729 190] :O4IBIO “M “A {(2681T) SPUN “Ng “3AO 
‘ydag “uuy 44g suBUle[O+) ‘d ‘V ‘981 ‘9b (L681) 
snan “may isl “H MM ‘epsuey ‘Ainqpng 
ieau ‘UBIIquIey oY} UT qiscdep Ajsoo ® WOOLY pe 
*JoI19 [BNpIsed oyy Sureyuod yor 
‘ueZAxo jo suolzeUlUIIeJap ur A[qviopisuoo AIGA 
sosAjsus osoy,L, ‘Aaamng “JOo!K) ‘§ “1 pus SOUTTAL 
‘mg ‘§ ‘oO 4q pezA[sue gojdures 6 JO ODVIOAY ee 
(PIB) $8 
‘ng pus (E161) 22 ‘NT SOUL ‘mg ‘§ ‘fl ze 
“(FIBL) 68 NNT PUB (EIGT) GS “NNT 
saulyy ‘Ing “§ "N 98 ‘(ody ANNs pus ‘eingslour 
‘qse) [B09 emd ul uoqivo poxy “4u0d zed ¢8 OF 
GL wWory oBuBI S[BOO esoyy, ‘sour “Ing ‘S “fh 
pus Avaing “109 ‘g ‘Q Ul opeur sosA[BUY te 
ozz ‘sz (GI6T) ‘19°D “Mr forget *O 
‘a pus ‘89 “m9 90] :0V8d9 “iT ‘g10dsesour o[sUIS B 
jo sourxa JO Aporryue 48018 dn opvur yisodop V¥ os 
“19 “jn -90] 2048S “A ‘99T 
“mo *90] :yyneuey “A *ye0o BAB YOJOOS YOU oz 
“18 “79 °90) ‘ayndg ‘J OS[8 908 ‘E681 
“QCT-SST << 8911880.7 salqisnquiosy) sep SOUISTUBIIO 
-O10IWN,, *HNVUSY “A ‘soTeM YyNOG MOEN UlOIy 
((2[8YS eueso10y ,, ‘(peeysoq) 800 eBLV 22 
‘gp ‘pp (79 907 SOFT M “CH “sutsor 
pus SoTOTZNO OUIOS TFTA goutxo 9108 SI [BI1078UT OU} JO 
4soul ysnoy} ‘oeVs]e poasoseid May B SUIBIUOL) pe 
092 (729 100] :24TBID 'M ‘A 92 
“Le 900 °902 
royedg *q :(ueBAxO Y}IM popnyout amjyjns) Aueuiley) 


‘oddry-31equineyosg ul 


wOyoOIyIEGG 7S UWOPTB2A 
JOMO] OY} WoIy opBYs ATVOO IEP SNOUIWINGIG oz 
“e6e (6061) TFS “NNT “INS 
‘ood “g “A :uosprvyOry a x) pues “729 (007 OFT AA 
Td te | CO) corn ‘KYO, IBpoH 4B snosdoVyolH 
qoddy oy} jo dnoid OpB10jon oy} WOT yz 
(PI6T) $8 “1g pus (S161) GZ “NNT 
soul “Ing “§ “NO ‘seul “ME ‘9 ‘Q pus AoAINg 
Joo) “S ‘ Ul epeUr sosA[eue JO oF1SOdUIOL) gz 
‘gp pus GI-GT (FIGT) 8E NT sour “Ng “S “11 
09M “C998 + 6P (E161) 2 UNA SOUL “INE “S “1 
*jouuBd oY4 JO SonTeA uodAxO pus’ uesorpAY oy} UOS 
-o1dad 4Ou SaOp OLOJoIOY} PUB ‘TOUT posopout oy4 8B 
JOM 8B ojlasTy [BUIIOU 10 ployAx oy9 sepnpout ajduieg 
*yoryy “93 34% ‘jouuBo opeis-qsTy jO Susy poyesuole 
Zurureyuo0o Yor} “4F G qnoqge opus, UMOIE gz 
"OT (8261) 664 ‘MT “Ng “JOD "Ss fh 119780 OUT M 
“WT (CQ :uedo1gTU *4U90 rod [ 10A0 91741] B SUTBITOL) 
UOYBUIIOJ JOATY WOLD OY} WLOTJ OTVYS [0 YOUY rz 
‘gp “929 °002 :09Rdg “WT *AuUvUIIOY) UI JpBqys 
-ULIV(] Bou SUBOOIJT OY} WOT} ABO OOdoIdVg, oz 
‘gp “y2 *907 :09Ndg “WH sAUBUIION ‘IBBTT 
JOyoopusy oy} JO OUSooly, OU} ur (3TeyTIPossq) 
yeoo soded snoorvoyso YSyIyM 0F UMOIE er 
"9g, “m9 ‘902 :eNTBIO “M “A 81 
i ‘SS6L “pe UF 
e92 .19PIT 88d, *10J700H “H “we4soyIN TL, 11 
"BSG “P2 UF “10JOOH 
‘TH Aq “PH "69% «IOPIT SPC», UE ‘FO1FUG or 


‘soury “Ing “S “AM 4q Ses 
“elpeIysnY NOG WOT st 
‘OgZ 
‘919 °90] :O4IBIO “M “AL *jodoides A]QUOPIAG sr 
"eGy, (0Z6T) G69 UNA “AMS “T0°D *S a sext8TO 
"M “A SE8% ‘ST (GQRT) “3suByorery 109) “YT Leh 
ruuemyney "HO ‘q “SOqTUN IA &q oytsoduroy er 
“gg ©9219 "907 :09Rdg 
“qT «“BISSnIg 4SeM ‘WOSeeL Ivou TjOoOIdeY zr 
"Z6S (S161) 8S NA SUT 
“mg ‘S$ ‘0 
‘Zp S79 90) 2078S “7 


-Ayeus poystquduy 


‘soqeqg poyluy, Useyqtou WOLF rt 
‘ues AxO YIM popnypoul 


imyns ‘Auvullex) UWOry sjedoides 4u009%Y ot 
“OF “709 
00] :09"dg ‘qT ‘“Uleg Iv0U jouzyyod WO ¢ 


“OTE ‘S (S06T) "1099 “YOO OFT M ‘ds 
"gg ‘729 “907 :04¥dg “A 1 
“LO6L ‘89 ..SunsTorUTUIN |e 
aid,, :098dg “A pus ‘906T  ToqTeyoqeziey Srp 
pun ozivyy ot ,, :YoItyos, “VW 998 ‘suised Jo sosATeue 
[BUOTYIPPB IOT “EGS “729 901 ruessotyLy, “YW "SphHe 
OYOUISEL PUB So[OU[sed SNOToFTTOO IO} ODBIOAY 9 
"86% ‘229 °201 
TUOSsoIyT, “YW ‘S[eoyeur snoujser “7ueo od OT 
snid ‘poom os8i0Ae uoTyIsodur0o [eolzo100U,.L, s 
"16S “729 *907 :UOSSOIUL “U + 
"TES “720 °907 :UeSSeIYL “Ue 
"LPL (0Z6T) 
C69 ‘WMT “INE “JOD “S “A tATPIO “M “He bs 
4E 


(E16) SE ‘UN SPUN “NE 8 “D rWesseIyL “Ut 


276 


Ce ARB TON 


HACDROGEN 


OrX TT iGeEan 


100 


90 


7O 


60 


50 


20 


PROGRESSIVE REGIONAL CARBONIZATION OF COALS 


SOME CHARACTERISTIC 
INGREDIENTS 


STAGE |(BROWN COAL) MINOUS 


LIGNITE | SUB-BITU- 


SEMI-BI- 
100 


62.5: 18 
Bal ee 6672020 
65.3/ © Humic ge 6485019 
63640 Bigtk Raat 
6053 pfAv. 10 Feats 
Rj 60 
4 rite 
Papin e ie o) 
ELMS Ai SG) bis 
50 


gs 
ae 
€ 
eS 


CARBQHY DR. 


10.15 Q'9 JO.23Q2S 


3,85 © Humi¢ Aci! 


87/ ©20 
aieZl 


30.83 BI ee 
23860 Aa 


LS 


350 


Wa 


AND OILS 


342 Ofass. Co B20 


| 


Bolk : 
(=~ Me, 4 


CARBON, HYDROGEN, AND OXYGEN IN NORMAL (HUMIC) COALS 
AND IN ALGA (GSAPROPELIC) COALS 


Fia. 3. 


{ 


DAVID WHITE OT 


exines, and the cuticular secretions, which predominate in and charac- 
terize the cannel type, is clearly reflected in the cannel curves, which 
also emphasize the lesser oxygen and the higher carbon contents as com- 
pared to the ordinary coals. The curves also indicate the calorifically 
richer volatile matter which is in much gfeater volume in the canneloid 
than in the humic type. 

It will be observed that if the curves representing the carbon, hydrogen, 
and oxygen, in the humic, or woody, coals be protracted backward into 
the column showing the raw ingredient materials, they point directly to 
the carbohydrates as the principal mother substance from which these 
coals are derived. In fact, the curves for this type suggest a source in 
or near a mixture of woody matter with 10 per cent. of resins. That 
the canneloid curves do not flow more directly from the resin-wax per- 
centages is probably due to the influence of the humic colloidal solution, 
now the ground mass, which is largely derived from the decomposition 
of carbohydrates. 

On the other hand, the alga sapropels, Coorongite, and the algal coals, 
or bogheads, to the formation of which little terrestrial organic matter 
has been contributed, are conspicuous for their exceedingly high hydrogen, 
very high carbon, and remarkably low oxygen contents. In fact, the 
percentages of hydrogen, carbon, and oxygen in these richly “‘bituminous,”’ 
ultra high-volatile deposits, correspond, at the initial stages, so closely 
to the percentages in average analyses of the waxes, fats, resins, and oils, 
that little room is left for doubt as to the leading part played by substances 
in or closely related to this group in determining the ultimate chemical 
composition of this type of deposit. From this similarity in gross 
chemical composition it appears probable that the microscopical, one- 
celled algae of the boghead are largely composed of waxy, fatty, or 
fatty-waxy matter. 


Initial Characteristics Eliminated by Pressure-metamorphism 


The changes in the relative proportions of the total carbon, the hydro- 
gen, and the oxygen in the different types of deposits, as each is altered 
from rank to rank in passing from the peat or sapropelic stage to the 
anthracitic, are also very rudely indicated by the curves. These changes 
have been technically discussed by the chemists in the accompanying 
papers.*® An important feature of them that is, however, superficially 
but tangibly shown by the curves is the well-known progressive loss of 
volatile matter, which roughly indicates the stage reached in the evolution 
of the type. The effects of the elimination of this volatile matter, 
generated under the influence of geologic processes, are apparent even at 
the outset. The rapid decline of the oxygen curve, the steep ascent of 
the carbon, and the general horizontality of the hydrogen curve, as the 
fuels progress from the peat stage through the ranges of the lignitic and 


89 Other preceding papers in this volume. 
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subbituminous ranks, are the conspicuous indices of the elimination of 
oxygen, which, in fact, expresses the general evolution of the coal more 
truthfully than does the conventionally determined fixed carbon. 

The losses of hydrogen are relatively low, and while the amount of 
“available” hydrogen is gaining, there is no evidence of increase or enrich- 
ment of hydrogen in the process of bituminization. Hydrogen as well 
as oxygen is sacrificed in the losses sustained before passing beyond the 
top of the bituminous ranks, while the gross chemical distinctions be- 
tween the types, including the inherited characteristics, rapidly become 
less evident. 

With the loss of volatile matter in the higher bituminous and the semi- 
bituminous ranks, even the chemical distinctions shown by the ultimate 
analyses of humic coal, cannel, and boghead are rapidly wiped out, so 
that in the ranks marked by over 80 per cent. of fixed carbon, pure coal 
basis, the ultimate chemical analysis generally shows little if any differ- 
ence between the algal, the canneloid, and the woody types. Progressive 
carbonization now appears to be the dominant feature of the changes, 
and in the anthracite ranks the analysis shows no distinction between the 
types, all the differences except the physical having disappeared. Appar- 
ently the ultimate stages of the organic deposits of the common coal 
type—namely, graphitic coal, graphites, graphitic shales, etc.—are 
indistinguishable by ultimate chemical analysis from the final stages 
of the sapropelic and algal types, the so-called “bituminous” deposits 
as they are represented in carbonaceous or graphitic argillites, slates, 
marble, and schists. As has been shown, the microscopical study of 
anthracites proves beyond question that the kinds of plant debris and 
plant products forming them, the conditions of their deposition, the 
variations in the progress of biochemical decomposition, and the differ- 
entiation of the humic, the cannel, and the sapropelic type have been the 
same as in the peat, the lignite, the bituminous, and other interme- 
diate ranks. 


Evolution by Carbonization (Bituminization) 


The hydrocarbons now in the coals, as well as those eliminated in 
migrant gaseous or liquid states, were generated in the organic deposit 
itself in the course of its initial biochemical and its subsequent dynamo- 
chemical changes. ‘‘Bituminization”’ of the organic matter is produced 
in the course of the reduction of the ingredient material by biochemical 
action and the progressive generation under geological influences of 
volatile products, all of which are sooner or later eliminated. 

HKeonomically the most important feature of the evolution of coal is 
the deoxygenation of the deposit.4? The elimination of the oxygen is 
essential to the pr ogressive carbonization (“coalification””) of the organic 


4D, Waite: Effects of Onveen in Coals. U. 8. Geol. Sury. Bull. 382 (1909); 
Bur. of Mines Bull. 29 (1913). ; 
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deposit, including the humic colloidal derivatives and the secondary 
hydrocarbon products. ‘‘Carbonization” characterizes the progressive 
changes undergone by the preserved organic matter and biochemical 
decomposition products between the death of the plant or animal and the 
stage of essentially complete reduction to residual carbon, in situ. It 
marks the progressive evolution, which is, in effect, the metamorphism of 
the deposits. ; 


CORRECTIONS FOR CONTOURING Frxep CARBON 


In calculating and especially in illustrating progressive regional 
carbonization by ‘“‘contouring” (isocarbs) two sources of error are particu- 
larly to be regarded: (1) the local error that may be caused by the use of 
an analysis of a very fatty, or high volatile, coal such as cannel, or a coal 
in which the fatty residues are concentrated by advance of the biochemical 
process. Attention must therefore be given to the physical as well as 
the chemical characteristics of the fuel. However, even when analyses 
only are in hand for inspection, the fatty nature of the coal can generally 
be detected by its distinctly low moisture, the confirmatively high avail- 
able hydrogen, and the consequently rather high calorific value of the 
pure coal, and finally by the usually high ash. (2) The generally pro- 
gressive downward increase in carbonization in any normal vertical 
section in accordance with the law of Hilt must be taken into account 
to secure greatest accuracy of representation. In working out the 
application of this law, discriminative attention must again be paid to 
variation in the ingredient constituents of the coals, such as the domi- 
nance of spore elements or fusain in the deposits. In another paper*! the 
writer has discussed the law of Hilt more fully, with citations of examples 
illustrating the apparent rate of downward increase in fixed carbon within 
the first 3000 ft. in different areas. Data are not yet available for a 
satisfactory approximation of these rates, which seem to vary widely in 
different fields, with coals of different ranks and under different struc- 
tural conditions. 

The thorough study of the law of Hilt opens some very fascinating 
and profitable problems that invite the attention of the stratigrapher well 
grounded in geophysics. It may be remarked in passing that while the 
downward increase in carbonization is doubtless affected to some extent 
by greater depth-heat of the deeper beds, the change is probably due 
mainly to lateral pressures under loading or cover by rigid formations. 
In the process of carbonization the function of the overlying rocks is 
largely to hold the carbonaceous sediments in place—.e., the function of 
giving competency—rather than that of mere downward pressure of 
weight. Certainly the rate of downward increase in fixed carbon can 
be due only in part to rate of increase in the thickness of the overload, 
as has been assumed by some geologists. ie at 


41 Bur. of Mines Bull. 38 (1913) 25. 
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DISCUSSION 


A. C. Fretpner, Pittsburgh, Pa.—It is of great importance that 
chemists should trace the chemical changes that have taken place in the 
constituents of coal during the alterations in progressive carbonization. 
Most chemists have worked upon isolated collections that happened to 
be in their particular neighborhood without much consideration of the 
regional change in this coal bed due to geological influences, nor have they 
kept in view the succession of ranks of coal, beginning with brown coal as 
a member of the lowest rank and ending with anthracite as a member 
of the highest rank in the coal series. Students of the origin and con- 
stitution of coal, in America, have had the opportunity of observing 
practically all stages in the rank variation of coal, inasmuch as almost 
every variety of coal is represented in North America. 


Homer G. Turner, Bethlehem, Pa. (written discussion).—One of 
the remarkable things about science is the way old theories cling to life 
in spite of overwhelming evidence against them. They weaken slowly 
and gradually until some scientist ends their struggle with a blow so 
forceful that they leave the world of truth; credited no longer except by 
a few individuals with whom they hold spiritualistic communications 
through the operation of that type of mentality possessed by those who 
still think the world is flat. In this paper, the author strikes what should 
be a death blow to the theory that the various ranks of coal are due to 
original differences. 

The results of dynamochemical changes, as deduced from a study of 
many coals of various ages and from different fields, are very convincing. 
The apparent anomalies have been squarely met and conclusively 
explained. It is of interest to note, also, that the theory of dynamometa- 
tamorphism holds true in spite of effects of faults and of igneous intrusion. 

The charts showing the original composition of ingredient organic 
debris and the progressive changes in the various ranks and types of coal 
give a wealth of information in a concise and ‘understandable form. 

The theory of progressive regional carbonization of coals is finally 
confirmed by those who have made a study of the microscopical charac- 
teristics of coals. My own observations in connection with anthracite 
show that woody bituminous coal and anthracite of the same type exhibit 
no essential difference in ingredient material when viewed under the 
microscope. 


W. A. I. M. van WatERscHooT VAN DER Gracut, Ponca City, Okla. 
(written discussion),—The author gives an excellent synopsis.of what we 
so far know of regional metamorphism affecting coals (and also other 
hydrocarbons). The fossil fuels are much more sensitive indicators of 
metamorphism than other rocks and hence are of special value for the 
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valuation of compressive forces that have affected certain regions, without 
having become of a magnitude that other rocks have been visibly altered 
or even schistose cleavage has been developed. 

The author mentions, but I would like to emphasize especially 
the fact that tectonic carbonization need mot be regarded exclusively in 
the light of the principal visible diastrophism that has deformed the 
sequence in which the coals are intercalated.. The Permo-Carboniferous 
diastrophism is the main visible deformation of the Carboniferous Coal 
Measures, as the Andine diastrophism is that which has affected the 
Mesozoic coals of the West. Pressure, however, did by no means end then. 

The great continental masses of the world have been folded in suc- 
cessive phases around the very old primary shields that form the nuclei 
of most of them. Such folded regions thereby apparently acquired a 
comparatively greater rigidity and withstood better subsequent pressure 
of later diastrophic phases. These later phases, however, clearly also 
affected them, only differently and not causing a second deformation of 
the same nature, except in rarer cases. Subsequent major diastrophisms 
evidently affected the whole continental mass; but the deformation 
was on a broad scale: the superficial expression of broad folds in the more 
plastic deep basements, and breakage in the more rigid upper crust; 
faults, broad uplifts and depressions, and gentle undulations in the blan- 
ket eventually present more recent deposits of later epicontinental seas. 
Thus the Appalachians in their present topographic expression, the 
Cincinnati Arch, the Ozarks, etc. are clearly caused by deep-seated 
basal deformation of the continental mass (‘‘plis de fond”’ of the modern 
Swiss geologists) in late Mesozoic-Tertiary time, contemporaneous 
with the diastrophism in the Tethys and along the western Pacific margin 
of the American continent. One of the best proofs of such movements is 
the tilting of Mesozoic and Tertiary peneplains. 

These later forces, which deformed the rigid continental mass, often 
entirely irrespective of the older trends of folding, must have been very 
severe, and may very probably have added considerably to the carboniza- 
tion of the coals, especially because these are stresses that have found but 
little relief in the rigid masses. 

A. C. Nos, Chicago, Ill. (written discussion).—Besides having a pecu- 
liar scientific interest for the coal geologist, this paper touches on a subject 
of vital importance to any petroleum geologist whose work is in the 
Pennsylvanian. There is a relation of the regional progressive carboniza- 
tion of the coals to the general rank, as shown by gravity of the oils in 
adjacent formations. This aspect of Doctor White’s problem has been 
treated by him in a paper published in 1915, which has long been out of 
print. The present paper gives new access to many facts bearing on 
this relation and is therefore highly welcome for this reason alone, besides 


being of immense purely scientific interest. 
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Moisture as a Component of the Volatile Matter of Coal* 


By W. T. Tuom, Jr.,{ Wasuineton, D. C. 


(New York Meeting, February, 1925) 


In PREVIOUS classifications of coal, it has been customary to regard 
moisture eliminated from coal samples between 20° and 100° C. as 
extraneous matter, rather than as a constituent part of the coal. It 
seems, however, that the physical character and use properties of the low- 
rank coals are directly related to the amount of such moisture present, 
and recent chemical work has shown! that such coals contain unstable 
groupings which decompose between 20° C. and temperatures somewhat 
above 100° C., with the splitting off of moisture. According to this view, 
the moisture eliminated from air-dried coal below boiling point is similar 
in all essential respects to moisture eliminated above 100° C., and is 
produced by analogous reactions; and inasmuch as the moisture given 
off above 100° C. has always been treated as a constituent of the volatile 
matter of coal, it would seem that consistent usage would include as a 
part of the volatile matter all moisture present as an essential component 
of the coal as it occurs in nature. As a matter of experience, it seems 
clear that the general physical and chemical characteristics of the low- 
rank coals are largely determined by or related to the moisture, whether 
chemically or physically combined, present in air-dried coal; it is also 
demonstrable by trial that the low-rank coals cannot be satisfactorily 
classified on a purely chemical basis by using the moisture free form 
of analysis. 

The low-rank coals of the western United States include numerous 
well-defined types, many of which were referred to in a classification 
proposed by Ashley,” in which the physical and use properties of the coals 
were made the primary basis for theirsystematic grouping. When testing 
this classification by replotting analyses of these type coals according to 
the Seyler scheme of classification,’ a satisfactory parallelism between 
use properties and chemical constitution of the dry coal was found among 


* Published by permission of Director of U. S. Geological Survey, 

} Geologist in Charge, Geology of Fuels, U. 8. Geological Survey. 
1}. T. Erickson: Personal communication. 

°G. H. Ashley: A Use Classification of Coal. Trans. (1920) 63, 782. 
8, A, Seyler: Analyses of British Coals. Coll. Guard,, (1924) 41, 
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the high-rank, low-moisture coals, but an overlapping of types was evident 
in the lower rank coals. A similar overlapping of the low-rank coal types 
is evident when representative analyses are plotted according to a 
system similar to that proposed by Parr.4 

Because it had been impossible to effegt a practicable classification 
of the lower rank coals on a chemical basis by using the moisture free 
form of analysis, physical as well as chemical criteria for classification 
were set up by the U.S. Geological Survey, for the separation of lignite 
and subbituminous coals from each other, and from the lower rank bitu- 
minous coals. Such a system is, however, subject to objection because 
it consists essentially of a classification according to personal judgment 
and experience, and involves decisions into which the personal equation 
enters largely. 

In seeking to overcome this difficulty, the writer plotted about 800 
analyses of composite samples of representative American coals according 
to a system suggested by Miss Taisia Stadnichenko, as a result of the 
work of a former student of Professor Parr’s, with, however, the modifica- 
tion that the moisture of the air-dried form of analysis was considered 
as part of and was added to the volatile matter reported in the proximate 
analysis. Thus, by calculating the air-dried form of the proximate 
analysis to an ash-free basis, and by plotting volatile matter plus moisture 
vertically and calorific value horizontally, the writer constructed the 
diagram shown in Fig. 1, no corrections being made for variations in 
the amounts of sulfur and nitrogen present. 

In the higher rank coals, which contain little moisture, the groupings 
produced by the graphic method employed in Fig. 1 were essentially 
identical to those obtained by classifying the same coals by either the 
Seyler orthe Parr system. Inthe lowerrank coals, the increasing amounts 
of moisture retained in the air-dried sample progressively increased the 
volatile matter plus moisture codrdinate and decreased the calorific 
value codrdinate, as compared to groupings made on the dry coal basis. 
As a result the curve was so extended as to make possible an almost 
wholly satisfactory chemical definition and distinction of the low-rank 
coal types proposed by Ashley. It is moreover true, as would be 
expected, that, in Fig. 1, in the lignite, subbituminous, and bituminous 
ranks, the canneloid coals fall above and to the right of the normal coals, 
whereas very woody coals, such as that from Williston, N. Dak., fall below 
the normal coals. With increasing metamorphism and an approach 
toward the semibituminous rank, the cannel-coal curve approaches that 
of the normal coals; and in the semibituminous field apparently crosses 
the curve of the normal coals, presumably due to the distillation and 

4S. W. Parr: The Classification of Coal. Indus. & Eng. Chem., 14, 919. ; 

5M. R. Campbell: The Coal Fields of the United States: General Introduction. 
U. S. Geol. Surv. Prof. Paper 100-A (1922) 33. 
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elimination of some of the highly hydrogenous constituents present in 
lower rank cannel coals. 
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Fie. 1.—Vo.atite MATTER (MOISTURE PLUS VOLATILE MATTER) AND CALORIFIC 
VALUE OF COALS REPRESENTATIVE OF COAL RANKS AS NOW RECOGNIZED BY THE U. 
S. Grouogican Survey. ANALYSES PLOTTED ARE ON AIR-DRIED, ASH-FREE BASIS, 


The principal anomalies that remained in the groupings shown by Fig. 
1 exist in the high-sulfur, high-moisture coals of the interior fields. These 
anomalies may be due to anomalous properties of the coals themselves, 
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but certain other considerations strongly suggest that they are due to the 
presence of disseminated gypsum in the coal, which was not recognized 
by the analyst, and was not allowed for in the calculation of the ash 
content of the coals as reported in the analyses. 

For the successful application of a scHeme of classification, such as 
that used in constructing Fig. 1, it is essential that a standard analytical 
procedure be followed, in order that results may be comparable. It is 
even more important, especially for the lower rank coals, that the utmost 
care be taken in the collection and shipment of samples for analysis. 
Lignites and subbituminous coals are so unstable that marked alterations 
in their chemical composition take place during an exceedingly brief 
exposure to the air, so it is most important that samples of lignite or of 
subbituminous coal taken for analysis be cut at strictly fresh working 
faces. Coal taken from a fresh face may show several per cent. more 
volatile matter and several hundred more British thermal units calorific 
power than rib coal from the same mine collected after being exposed to 
the air for a few days. 

It also must not be forgotten that the degradation of low-rank coals, 
which speedily ensues on their direct exposure to the air, may to a degree 
be paralleled by geological processes operating through long periods of 
time. For example, it seems probable that oxygenated artesian waters 
cause chemical changes in coal beds along which they percolate, and 
that a more rapid oxidation of coal beds occurring above ground-water 
level in arid regions may be caused by the air dissolved in descending 
meteoric waters. 


SUMMARY 


The development of a satisfactory classification of coal on chemical 
criteria necessitates an agreement on: 

1. A geological and chemical definition of unweathered coal. 

2. Adoption of a more reliable method for the collection and shipment 
of coal samples. 

3. The adoption of rigorously uniform methods of coal analysis. 

4. The testing of coal samples for carbonate and sulfate impurities, 
present as unstable components of the ash. 

Also, it is, in the writer’s opinion, essential to the formulation of a 
scientific and systematic classification of coal on a chemical basis that all 
moisture forming a normal and essential part of coal, as it is found in 
nature, be recognized and reported in analyses as a component of the 
coal and not as an extraneous impurity to be excluded from consideration. 
The utilization of the air-dried form of proximate analysis appeals to the 
writer as the best method of discriminating between water accidently 
present in the coal sample and moisture to be regarded as a natural 


constituent of the coal. 


286 MOISTURE AS A COMPONENT OF THE VOLATILE MATTER OF COAL 


DISCUSSION 


A. C. Fieupner, Pittsburgh, Pa.—This is a very practical system 
for classifying coal. The use of percentage of moisture plus volatile matter 
and moisture-and-ash-free heating value as criteria for classification 
afford practical measuring sticks that are at hand in any commercial coal 
laboratory. The only drawback is in using moisture in air-dried coal 
as a physical constant of the coal. Coal laboratories do not maintain 
any special apparatus in which to make air-dry determinations. These 
determinations are made either by exposing thin layers of the coal to the 
action of the atmosphere, or by placing the coal, in a thin layer, in an 
air-drying oven in which air is circulated over the coal at 5° to 10° above 
room temperature for approximately 24 or 48 hr. The humidity is not 
controlled; it may vary considerably. These differences in humidity 
cause rather large variations in subbituminous coal and lignites. _Humid- 
ity conditions at one period may give 20 per cent. moisture in the air- 
dried coal; at another time, with higher humidity, it may be 25 per cent. 
or even more. Therefore for strictly comparable work laboratories 
should determine moisture in the air-dried coal at a definite temperature 
and humidity. These variations are most noticeable in subbituminous 
coals and lignites; they do not seriously affect low-moisture bitumin- 
ous coals. 


S. W. Parr, Urbana, Il—Weare all impressed with the close relation- 
ship between the moisture content of any type of coal and the rank. 
The Illinois field extends from southeast to northwest, perhaps a distance 
of 300 miles. The southern Ilinois coals, as we speak of them, have a 
moisture content of 8, 9, or 10 per cent., and the Indiana as low as 4 or 5 
per cent.; in Montgomery County, they contain even 17 per cent. 
moisture, which parallels the type. That is not the right word, because 
there is so little variation in the real coal; but it characterizes what we 
know to be the value of those coals for general use. Saying nothing 
about having to pay for more water in one case than the other, the low- 
moisture coals are high-carbon coals and behave much better in 
domestic appliances. 

This matter of moisture content is misleading if we take the whole 
field. One of the students in the Engineering Department of the Uni- 
versity of Illinois carried on a little research along this line. He deter- 
mined very carefully the specific gravity of a block of coal and then 
allowed the block to air dry and took the specific gravity as the moisture 
content went down; its specific gravity became less and less. Then he 
put that same coal in water and let it stand a given length of time when 
he determined the specific gravity and found it was the same as when the 
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coal came from the mine. I am more and more inclined to look upon 
moisture as moisture, which varies with circumstances. 

In December, a couple of pounds of coal was sent to us from New 
Mexico, it was anthracilitic, or whatever you wish to eall it. It was 
beautiful clear coal, conchoidal fracture, arfd I think was sent from the be- 
lef that it was anthracite, especially because, among other peculiarities, 
it had only 2 per cent. moisture.. A coal of that kind, hard, with that 
appearance and fracture, and 2 per cent. moisture, you will be justi- 
fied, in saying, is pretty apt to be anthracite. But referring to its calorific 
value on the unit coal basis, that coal is clearly a subbituminous, and 
would come in the second division, below 14,000 B.t.u. per Ib., and clear 
down at the bottom of the chart with 2 per cent. moisture instead of up 
among the lignites or subbituminous coals. It had the oxygen content of 
18 or 19 per cent., and absolutely no coking property. 

The Southern Utah coals, of which we have quite a good many, run 
to 4 per cent. moisture and are of exactly the same type. Not long 
ago we received coal from Northern Siberia, which was beautiful material, 
less than 4 per cent. moisture, but a lignite. That is subbituminous in 
a way. So these may be low-moisture characteristics with very high 
oxygen and very clearly given their rank by the colorific value. 


CLARENCE A. SEYLER, Swansea, Wales.—It is well known that lignitic 
coals have the power of holding a considerable amount of moisture. In 
fact, it is quite possible to make use of this properly in the classification 
of coals, as has been done by Doctor Ashley, who uses the fixed carbon 
(100—volatile matter plus moisture) in the moist sample to arrange 
coals in a continuous series according to rank. I do not think, 
however, that this is the best way of classifying coal, for many reasons. 
First, the moisture of “air-dried coal’’ is not a definite thing unless the 
temperature and humidity of the air are specified, and I do not think 
that data on this basis exist. Until they are available, it is not possible 
to make any accurate classification in this way. The moisture being 
so variable, one is inclined to regard it as accidental and not essential to 
the coal substance, and I much prefer Doctor Parr’s basis of unit 
coal,” which is now generally accepted. By using it in conjunction 
with the ultimate analysis, one can get a very satisfactory classification 
for scientific purposes, and it may be possible to bring it into relation 
with a use classification based on volatile matter and moisture. 

Norre.—At a meeting of the American Section of the Coal Research Club on the 


evening of this meeting I discussed the whole subject of classification and suggested a 
joint pronouncement on this subject from the American and British chemists, which I 


hope will mature shortly. 
W. T. Tuo, Jr.—It is very desirable that a technique be perfected 
which will permit of a division of moisture reported in coal analyses 
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between that which is definitely related to the composition of the coal 
and that which is present as purely accidental moisture. It appears 
that the low-rank coals contain moisture which is related to, or a reflection 
of their chemical or physical constitution, just as the calorific value of the 
coal is a weighted reflection of the several factors entering into the 
aggregate composition of the coal. 


A. C. Frrtpner.—Has the author made any tentative plots in which 
total as-received moisture was used instead of air-dried moisture? 


W. T. Tuom, Jr.—No, though I can readily do so with the material in 
hand. It is my thought, however, that variations in mine conditions 
would cause notable variations in moisture in the sample as received, the 
result simply of variations in the amount of water accidentally included 
in the sample as cut in the mine. 

In adding together moisture and volatile matter, as given by the 
“air-dried”’ analysis, I felt that in a way I was canceling variations that 
result from slight differences in analytical practice. That is, under 
some conditions the moisture reported will be unduly high and volatile 
matter correspondingly low, and vice versa, the two variations being 
roughly compensating. 


A. C. Frrtpner.—I question whether it would not be better to use 
the total as-received moisture of the coal as it occurs in the seam excluding 
incidental surface moisture. The objection to this method would be that 
in some cases the surface moisture of the coal could not be kept out of 
, the sample. Likewise, coal that has been mined and exposed to the 
weather for a short time would have lost a material portion of the seam 
moisture. Such coal could not be brought back to the true total moisture 
content. It would be easier to bring it into a standard air-dried condition. 


R. D. Haut, New York City.—Is it not the correct way of ascertaining 
the true character of the coal to add moisture to it and then dry it by a 
standard method so that if it has in transference or in the bed been 
subjected to conditions of drying that are not standard this will be cor- 
rected in the laboratory. All the accidental moisture will be out and all 
the moisture natural under the conditions will be in the coal. The air 
drying should be at a given temperature and the drying air should have 
a given moisture content. 
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Mascot, Tennessee, Zinc Area 


By Wiisur A. Netson,* NasHvitie, TENN. 
(Birmingham Meeting, October, 1924) 


In 1839, Gerard Troost,’ the first State Geologist of Tennessee, 
reported the occurrence of zinc ores in east Tennessee, in connection with 
the iron ores at Embreeville; in 1844,? he refers to the zinc deposits of 
east Tennessee, especially the apparently rich deposits occurring in Jeffer- 
son and Claiborne Counties, while his ninth annual report? is a description 
of the zinc deposits of Jefferson County and a description of the most 
improved processes by which zinc is extracted from its ores. Yet, only 
during the last few years have these ores been successfully worked. 

As far. as can be learned, prior to the systematic development of the 
Mascot district in 1911, no large-scale or successful operation of any of 
the zine deposits was carried on. But in that year, after several com- 
panies had made considerable progress in developing the Mascot area 
and had proved a relatively extensive body of low-grade sulfide ore, 
the American Zinc Co. entered the field. It introduced modern methods 
of prospecting and mining and from the first was successful. Too great 
credit cannot be given this company for its pioneer work in a previously 
unimportant field. Throughout the history of its operations, the Ameri- 
can Zine Co. has confined its efforts to underground mining of the sulfide 
ore, sphalerite. This company has found that successful results in zine 
mining in east Tennessee can be achieved only by expending large sums 
in prospecting and blocking out bodies of pay ore in sufficient magnitude 
for large-scale operations. 

At Mascot are located the mines of the American Zinc Co. of Ten- 
nessee, the mines being situated along the Southern Railway in the 
Holston River Valley, Knox County, about 13 miles northeast of Knox- 
ville. At first only open pits, which were worked for oxidized ores, were 
operated and the production was small. In 1900, the Roseberry Zine Co. 
was organized and sank to a depth of 187 ft. what is now known as No. 3 
shaft of the American Zinc Co. The upper 30 ft. was in residual clay, 


* State Geologist. 

1 Fifth Annual Report, Tenn. Geol. Surv., 41. 

2 Seventh Annual Report, Tenn. Geol. Surv., 43. 
3 Ninth Annual Report, Tenn. Geol. Surv. (1848). 
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the remainder in brecciated and massive dolomite. Ore was encoun- 
tered at a depth of 104 ft. Short tunnels were driven from the base of 
the shaft to tap the orebody but most of the production of the Roseberry 
company was derived from the large open cut (No. 3), located on the 
west bank of Roseberry Creek. Both carbonate and sulfide ores were 
mined. A few years later, the property was purchased by the Grasselli 
Chemical Co. and, in 1915, by the American Zinc Co. 

In 1903, the Holston Zinc Co. began operations in both carbonate and 
sulfide ores just west of the Big Flat Creek; its workings are now known 
as No. 1 open cut of the American Zinc Co. A shaft was sunk to a depth 
of 170 ft., 670 ft. north of the present No. 1 shaft of the American Zinc 
Co. This shaft was later abandoned. It is said that ore was found 
from the 120-ft. to the 160-ft. level. Both the Roseberry and Holston 
companies carried on extensive prospecting by drilling. Mills for crush- 
ing and concentrating the ore were erected by each company and oper- 
ated for a short time. 

In 1911, the American Zinc, Lead, & Smelting Co. entered Ten- 
nessee, and, under the name of the American Zinc Co. of Tennessee, 
acquired the property formerly owned by the Holston Zine Co. Its 
output consists of sulfide ore only and it is the only company in Ten- 
nessee continuously engaged in mining the sulfide ore of zinc. The pres- 
ent holdings of the American Zine Co. consist of 3200 acres of land in 
Knox County and 400 acres in Jefferson County. The orebody has been 
developed for 7900 ft. along the strike and for 1200 ft. down the dip. 


PRODUCTION 


No accurate figures of the zine production of east Tennessee prior to 
1912 are obtainable, but the output in those years was small. Since 
1912, the production as reported by the United States Geological Survey 
is as follows: 

East Tennessee Zinc Production since 1912 


Mine Propuc- 
TION (CRUDE 
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LOZ of eens gale coeds. hr et 319,764 
1922.0. Sue 2 aloalkl. uot) a, Sa eee 411,484 
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The rapidly increasing output after 1912 was due to the operations 
in the Mascot district, which furnished almost the entire production until 
the Embree Iron Co. started producing ores, in 1919. The peak of pro- 
duction was realized in 1917, when 883,341 tons of crude ore were mined, 
and east Tennessee ranked seventh among the producing districts of the 
United States. Since then, lower prices and a decreased demand have 
caused a falling off in production. 


GENERAL GEOLOGY AND STRUCTURE 


A study of the general geologic condition of the 50-mile area around 
the Mascot zine district shows many interesting facts, which may have 
a general bearing from a geologic standpoint on the occurrence in com- 
mercial quantities of zinc in this area. 

This is the home region of Appalachian structure, with closely folded 
rocks, practically all of which dip to the southeast with varying degrees 
of steepness, 20° to 30° being the average dip, except in close proximity 
to the numerous roughly parallel faults, where the beds are generally 
nearly vertical or overturned. 

The formations, mostly of Cambrian, Ozarkian, Canadian or Ordovi- 
cian age, were laid down in long, narrow, trough-like seas, and as one of 
these seas was gradually filled with sediment, during geologic time, the 
old shore line advanced westward and the ancient streams dumped sedi- 
ment into a similar trough-like sea lying just to the west of the one just 
completely filled by sedimentation. At certain periods these narrow 
parallel seas were connected by passages, with the result that certain 
formations were deposited in all of them; but at other periods the oscilla- 
tory nature of the earth’s crust cut off these passages and a particular 
type of filling by sedimentation would only start in the most eastward 
sea then existing. 

It would appear that Copper Ridge, situated 9 miles northwest of 
Mascot, was one of these old land barriers, for on this ridge only the 
earliest formations of the Blount group of the Ordovician age were laid 
down, while in the troughs, or seas, to the east several hundred feet of 
older Ordovician rocks were formed. Just to the east of Copper Ridge 
came in the great Clinch Mountain trough or sea, which was one of the 
most persistent seas of ancient east Tennessee, having, during the periods 
following the Ordovician, that is, during Silurian and the following ages, 
an outlet to the north, with a probable head of this narrow gulf in the 
region of Corryton, about 6 miles northwest of Mascot. To the east of 
the Clinch Mountain trough, is the Holston River high or barrier, so 
named because along and on top of this old buried ridge the Holston River 
now meanders. Mascot and the zinc deposits of this area are located on 


this ridge. 
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Indications point to the fact that this ridge culminated in the area 
about 6 miles north of New Market and was less marked to the southwest 
in the vicinity of Knoxville. All of this ridge was an old high area, but 
probably not as marked a high as Copper Ridge. The area occupied 
by this old ridge is one of the largest areas in east Tennessee covered by 
unfaulted dolomites. One way to account for this fact would be to con- 
sider that this old ridge is probably covered by an abnormal thickness of 
massive beds, such as the dolomites of Canadian and Ozarkian ages, and 
that this old high existing at this point in Cambrian times probably did 
not permit of a good development of the underlying massive sandstones 
of the Rome formation, which sandstones are the thrust-carrying strata 
of the east Tennessee valley region. 

The highest ancient ridge of the Holston River high must have been 
along its western edge and close to the eastern edge of Clinch Mountains, 
for the sequence of formations in those troughs or ancient seas to the east 
of this old ridge is greatly different from the sequence in the troughs to the 
west. Although this ridge may not have been as high as the Copper 
Ridge high, it was a much more effective barrier and one through which it 
would appear that there were no channels leading to the west, as the 
Athens shale occurs in all those troughs to the east of the Holston River 
high and in none of the troughs to the west. 

After the filling in of the Athens trough, which is the first trough east 
of Mascot, there must have come a period of cross-folding or a period in 
which a new system of erosion was developed which so modified the 
configuration of the earth’s surface as to permit the development of 
channels through the succeeding western ridges of the east Tennessee 
valley region. 

The beginning of cross-folding, which culminated in the cross-faulting 
now seen extending through Coal Creek, Anderson County, 28 miles 
northwest of Mascot, may have had its inception at the time of the lay- 
ing down of the Blount group of the Ordovician. The location of this 
cross-folding and faulting may have been caused by a thinness of the 
Ordovician, Canadian, Ozarkian, and Cambrian sediments deposited 
in the heads of several of the trough-like seas, which are on a line between 
Coal Creek and Knoxville, as the excessive thinness of these formations 
might produce a line of weakness along which folding and shearing might 
be expected to take place first, as the forces that produced the thrust 
faulting, which forces came from the ocean, increased in magnitude 
and intensity. 

The foregoing deductions on the manner in which these Paleozoic 
formations that now cover the surface of this section were deposited, con- 
solidated, and folded, contain many factors that should be considered in 
studying the causes and reasons for the present occurrence of zine ores 
in the rocks of this region. 
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The old idea of the indivisibility of the Knox dolomite must be for- 
gotten, for this formation can readily be subdivided. It is made up of 
varying formations, described by Ulrich.4 This dolomite series, which 
includes in places beds of limestone, and which varies from place to place 
due to thickening, thinning, or even complete absence of one or more of 
the formations of which it is composed, is our representative of two 
complete geologic ages, the Canadian and the Ozarkian. 

Detailed study of this series in east Tenhessee shows that at several 
horizons there are well-formed sedimentary breccia layers, several feet 
in thickness, made of fragments of chert, quartz, limestones, and dolo- 
mite, as well as brecciated horizons formed by earth movements. The 
sedimentary breccia horizons occur at contacts between some of the 
different formations making up this dolomite series, which has a thickness 
of 2400 to 3600 ft., while the other brecciated horizons occur along lines 
of weakness in this rock series. 

The mining developments at Mascot are on the western limb of one of 
the largest synclines in east Tennessee, which is 5 miles wide and faulted 
on both sides. The horizon at which the Mascot ore occurs is down- 
faulted on the eastern limb of the syncline and does not come to the 
surface. The average dip of the strata of the mines is 20° to the south- 
east. Minor flexures and warpings cause local flattening, steepening, 
or even reversal of the prevailing dip. The orebody appears to parallel 
the bedding plane of the dolomite and, therefore, its dip conforms to the 
regional dip, which varies from about 10° to the southeast to vertical. 
No faults of great displacements have been discovered in the mining 
operations, but minor breaks, which may be measured in inches or frac- 
tions of an inch are numerous; some of these have occurred since the 
mineralization of the region. 

In the Mascot region, study of the old Knox series shows that this 
group can easily be divided into two distinct formations; afurther detailed 
study may show that even further definite division lines can be found 
and mapped. Just a short distance below the outcrop of the brecciated 
zine-ore horizon in the old Roseberry open cut, there occur a few feet of 
very irregular wavy bedded dolomites, which show that they were 
deposited on an old irregular land surface, filling up the irregularities of 
the old surface, which is the contact between the Ozarkian and Canadian 
rocks. The exact contact occurs 10 to 20 ft. below these wavy beds, 
but is not exposed at this place. The top of these wavy beds is 20 ft. 
below the base of the brecciated zinc horizon in the Roseberry mine, and 
as these wavy beds probably have a thickness of 10 to 20 ft., the zinc 
horizon can be considered to occur at practically the base of the rocks of 
Canadian age, near one of the great unconformities of east Tennessee. 


4K. QO. Ulrich: Revision of the Paleozoic. Bull. Geol. Soc. of Amer. (1911) 
22, 281-680. 
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The Canadian age is represented in Tennessee by the Powell, Cotter and 
Rubideaux formations.® A study of the Mascot area indicates that only 
one of these formations is present, the Cotter, which has a thickness of 
1100 ft. But sufficient detailed work has not been done in the Mascot 
area to show positively if any other of the Canadian formations are 
present. The zinc ores occur in a brecciated zone near the base of this 
formation. ‘The Canadian is here composed of a series of interbedded 
dolomites and limestones, containing chert that on weathering becomes 
finely divided and breaks into sharp angular pieces that tend to be 
flinty and generally red-stained. 

The topmost beds are composed of layers of magnesium limestone, 
dolomite, and pure limestone, lying unconformably below a very pure 
limestone known as the Mosheim formation. In the Canadian at Mas- 
cot, there occurs, as usual at irregular intervals in the formation, layers 
and nodules of partly flinty chert and occasionally a layer 14 to perhaps 
1 or 2 in. thick of rounded glassy sand grains. Drill records show that 
such thin sand stringers occur at 75, 235, 265, and 320 ft. above the top 
of the ore horizon, while a very marked, 1-in. sand-grain horizon scattered 
in the dolomite occurs 33 ft. below the orebody. If rounded sand grains 
occur in the upper part of the Canadian at this point, they have not been 
seen. Very detailed examination of the entire 1100 ft. of the Canadian 
has not been made, yet from the examination made, rounded sand 
grains occurring in stringers in the dolomite have been found only in the 
lower 500 ft. of this series. Likewise, in the lower part of the series, 
particularly below the ore bed, there occurs considerable white, trans- 
lucent primary chert, occurring in long, thin, banded stringers parallel 
to the bedding, but no great thick masses of chert were seen in the 
Canadian. At 70 ft. below the orebody, there was seen in the I-H cross- 
cut of Mine No. 2, massive white chert, which is probably Ozarkian chert, 
occurring at the top of this series of rocks. 

The Ozarkian rocks are quite distinctive and produce a chert that is 
quite a different type than that of the Canadian. The chert in the upper 
part of the Ozarkian occurs in great irregular ledges and masses several 
feet thick and undoubtedly represent primary chert augmented greatly 
by secondary chert, which started forming during the land period interval 
that existed in this area in early Canadian time. These great masses 
of chert are distinctive in appearance, being white in color, very hard and 
tough and irregularly cracked and checkered, but only to a slight degree 
where exposed to weathering. 

The Ozarkian has a thickness of approximately 1660 ft. at Mascot. 
This massive white contact chert extends down into the formation for 50 
{t., more or less, then there occurs, in large masses, throughout the next 


°K. O. Ulrich: Personal communication, June, 1924. 
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550 ft. a very characteristic white sugary chert: below this point, particu- 
larly throughout a 225-ft. thickness of beds starting 350 ft. above the base 
of the Ozarkian, the chert is of a most perfect oolitic variety, which 
occurs in stringers several inches thick and is of an opaque whiteness. 
This oolitic chert registers a condition of original deposition and may not, 
in other areas in east Tennessee, be characteristic of this part of this 
formation. The lower 350 ft. of this series contain a few 1- and 2-in. 
layers of sandstone, composed of coarse white grains, closely cemented 
and also occasional layers, several inches thick, of massive white chert. 

As the Ozarkian and Canadian series weather readily, it is seldom 
that the rock layers are seen except along stream banks; on this account 
particular attention must be given to the type of chert these formations 
produce on weathering, as it is only by a study of these cherts and the 
fossils they contain, that the different formations can be recognized, under 
the general conditions existing in east Tennessee. 


ORES AND ASSOCIATED MINERALS 


Minerals 


The chief ore mineral of the mine is sphalerite. Near the surface and 
in solution channels where oxidation has taken place, the sulfide has been 
altered to smithsonite and calamine. Most of the sphalerite of the 
Mascot mine is extremely light yellow in color. It occurs in the brec- 
ciated horizon as veinlets, irregular masses of variable size, fracture fill- 
ings, and breccia cement. Gangue minerals occurring with the sphalerite 
are dolomite and calcite. The quantity of sphalerite is variable, gener- 
ally being greater in the more intensely brecciated rock. A complete 
report on the zine deposits of east Tennessee, by Mark H. Secrist, has 
just been published by the Tennessee Geological Survey as Bulletin 
No. 31. The following facts in regard to the minerals occurring at 


Mascot are quoted from this bulletin: 


A carbonaceous compound sometimes occurs along fracture planes: also occa- 
sional pockets of masses of barite are found. The gangue consists almost entirely of 
dolomite, calcite, and the country rock. Microscopic examination of thin sections 
of the ore show that the country rock consists of fine-grained, anhedral crystals of 
dolomite, which are mutually interlocking and possess, in general, well-developed 
rhombic cleavage. The average diameter of the grains is'‘about 0.10 mm. 

Minute isolated grains of pyrite, frequently altered to limonite, are disseminated 
through the country rock and tend to occur in the interstices between individual 
crystals. 

The vein, or replacement, minerals have been deposited in the following order: 
Dolomite, sphalerite, pyrite, dolomite, when present. The vein dolomite is coarsely 
crystalline and shows good rhombic cleavage. Generally the contact of country 
rock and dolomite is well defined and clearly shows replacement of the former by the 
latter, but a narrow seam of limonite frequently obscures the actual contact and 


has partly corroded the edges of the crystals adjacent to it. 
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That the contact zone of the country rock and dolomite was readily susceptible 
to replacement by later minerals is evidenced by the presence of variable amounts 
of sphalerite and pyrite. The pyrite occurs in small grains, many of which show 
distinct crystal outline and, locally, complete replacement of the earlier minerals 
has resulted in the formation of short, discontinuous veins of pyrite. 

The mode of occurrence of sphalerite is similar to that of pyrite, in that it tends 
to be more abundant in the contact zone of country rock and dolomite. Small, 
disconnected masses of sphalerite, with veinlets protruding along interstitial open- 
ings between crystals, or along their cleavage cracks, occur promiscuously throughout 
country rock and dolomite and locally attain a considerable size. 

Where pyrite and sphalerite are in contact, the order of deposition is frequently 
not clear although some unmistakable evidence of pyrite invading along cleavage 
cracks of sphalerite and replacing that mineral are apparent. 

PARAGENESIS 
Country Rock 
Dolomite 
Sphalerite 
Pyrite 
Dolomite, when present 


The Mascot Ore Horizon 


As already stated, it is considered that the zinc-ore horizon at Mascot 
occurs about 40 to 60 ft. above the top of the Ozarkian series and in the 
base of the rocks of Canadian age, in strata that can be considered as 
belonging to the latter formation. The ore does not occur continuously 
along the strike of the rocks in the zone just above the contact between 
the Canadian and Ozarkian, but occurs in shoots irregularly spaced. 
These oreshoots vary from 100 to 200 ft. in width and are an intensely 
brecciated zone varying from 25 to 120 ft. in thickness. The ore in these 
brecciated shoots varies in richness, containing from 1 to 5 per cent. 
metallic zinc. These shoots are irregular, tortuous, and more or less 
connected. Their distribution is irregular. In practically every case, 
the bottom of the oreshoot extends farther up or down than the top of the 
shoot. The thinning down of the ore takes place from the hanging-wall 
side of the orebody. However, there is no definite hanging and foot 
wall to this orebody, as such terms are used in other mining districts. 

In general, the following sequence is found in Mine No. 2 of the Ameri- 
can Zine Co., in the rocks above and below the orebody. Starting on the 
upper side of the orebody, the hanging wall is a fine-grained gray dolomite 
that, in a few places, contains a mass of 1- to 4-in. chert nodules occurring 
as a layer in the dolomite and forming the boundary of the ore. Then 
occurs the irregular orebody, having for its foot wall a series of bedded 
brown dolomites or their replaced or altered equivalent, the replaced 
equivalent being crystallized gray limestone. 

Below this foot wall, which is often about 10 ft. thick, occurs another 
brecciated horizon that is, as a rule, barren, or carries only small amounts 
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of zine. This lower brecciated horizon varies in thickness as much as 
the ore-bearing brecciated zone. Below the lower brecciated zone there 
also occurs at many places in the No. 2 mine of the American Zinc Co., a 
bedded series of brown dolomites, which contain a fairly persistent ib 
layer of rounded, glassy, sand grains, aboutr10 ft. below its top. Chert 
nodules and 1- to 2-in. chert bands occur in the bedded dolomite, start- 
ing a few feet below the horizons of the glassy sand grains, anid occur 
throughout the rest of the dolomite seri¢s down to the top of the Ozarkian. 
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The extent of the main orebody is not definitely known, as prospecting . 


is still being carried on. An orebody of commercial grade has been 
proved to extend from Roseberry Creek, on the west, to a point 14 mile 
east of Mascot Station, a distance of 34 mile. Intensive drilling has been 
carried on over this area, both along the strike and down the dip. It is 
reported that this drilling indicates the orebody to be roughly lenticular 
in shape, although its limits down the dip have not been reached. 
Within the mineralized zone there is considerable variation in the zinc 
content, as can be observed from the manner in which the ore occurs in 
pockets that follow no definite direction. The American Zinc Co. has 
mined only those areas or pockets that contain the highest grade of ore. 
The intervening ground has been avoided, although it is not absolutely 
barren and may even contain small but high-grade masses of ore. 


Origin of the Ore 


The time available for the writing of this paper has not permitted 
the reaching of any definite conclusions as to the origin of the Mascot 
zine ores, and although the conclusions reached by Secrist® do not appear 
to account fully for all phases of this interesting ore deposit, these 
conclusions will have to be accepted until further work on this problem 
proves, modifies, or disproves them. Mr. Secrist’s conclusions are 
as follows: 


The zinc ores of east Tennessee were not originally deposited in the manner 
in which they now occur but represent a concentration in local areas resulting, in 
general, from solution, transportation, and redeposition by circulating ground waters. 

Except where ore has undergone superficial alteration and oxidation, the zinc 
ores consist of the zine sulfide—sphalerite. This occurs disseminated in the lime- 
stone or dolomite both as a replacement of the rock and as the cement in brecciated 
beds. Asa rule, the process of replacement has played an important role in the ore 
formation. Breccia fragments sometimes show solution and replacement by both 
ore and gangue minerals. But again, the breccia fragments are extremely sharp- 
angled and show no replacement. In such cases, the minerals are confined entirely 
to the matrix or breccia cement. Both types of ore are widespread and grade into each 
other. No instances were observed in the field where only one type of ore occurred. 


6 Mark H. Secrist: Zinc Deposits of East Tennessee, Tenn. Geol. Surv. Bull. 31 
(1924) 31. 
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As has been repeatedly stated, the ore is associated with brecciated horizons in 
the country rock. The origin of the brecciation is not at all times clear, particularly 
when no visible planes or movement can be seen. On the other hand, at the Felknor 
mine, the Fall Branch mine, New Prospect, ete. direct evidence of brecciation asso- 
ciated with faulting is at hand. 

The breccia is usually made up of sharp-angled fragments of the country rock 
cemented by a matrix, which consists of variable amounts of white or gray dolomite, 
some calcite, chert, sphalerite, galena, and pyrite. It should be mentioned that 
galena is found only in a few districts and is not a widespread constituent of the 
breccia filling. In some localities, notably at Friendsville, Eye Mills and Fall Branch, 
considerable quantities of barite are associated with other minerals in the breccia; 
thus the complexity of the ore varies at different localities. At Mascot, practically 
no minerals other than sphalerite, dolomite, small amounts of calcite, chert and 
pyrite are found. 

As is typical of breccia or broken-ground deposits, not all parts of the brecciated 
horizons are mineralized but the ore is distributed in bodies or pockets, in random 
fashion in the horizons. Such localization entails great uncertainty in mining opera- 
tions where advance prospecting to determine the extent of the richer bodies has not 
been employed. 
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Ducktown, Tennessee, Copper District 


By Wizur A, Netson,* NasHvILuE, TENN. 


(Birmingham Meeting, October, 1924) 


ALL of our accounts say that the discovery of copper ore at Duck- 
town, Tenn., was made in August, 1843, yet it would appear that samples 
of copper from this district were found by DeSoto, when he wandered 
into southern Tennessee, in 1539, in his four years of exploration through 
the Southern States. The following quotation is taken from his diary: 

“Towards the north there was a province named Chisca; and that 
there was a melting of copper, and of another metall of the same colour, 
save that it was finer, and of a farre more perfect colour, and farre better 
to the sight, and that they used it not so much, because it was softer. 
And the selfe same thing was told the governor in Cutifa-Chiqui, where 
we saw some little hatchets of copper, which were said to have a mixture 
of gold. But in that part of the country it was not well peopled; and they 
said there were mountains, which the horses could not passe; and 
for that cause, the governor would not goe from Cutifa-Chiqui 
directly quicker.” 

DeSoto sent two of his company to try to find these mines, but after 
five days’ wandering through the mountains they returned, stating that 
their guides had become lost. Although the Ducktown area may have 
been known to the ancient Indians, the copper deposits were actually 
discovered in August, 1843, when a Mr. Lemmons, while panning for 
gold on Potato Creek, in the Ducktown basin, found some reddish-brown 
decomposed rock. His disgust on finding that this yellow metal was not 
gold was so great that he did not try to develop his find. In March, 1847, 
B. C. Dugger erected an iron forge at this same place, but was unable to 
work the iron as it contained so much copper that on cooling it would 
break to pieces. The finding of copper in the iron ore by Mr. Dugger 
led to further explorations; and in April, of the same year, A. J. Weaver, 
who was passing through that country, told the people that the black 
rocks they had dug out were rich copper ore. Mr. Weaver began the 


* State Geologist. 
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first mining in this district. This account of the actual finding of copper 
in Tennessee is described by both Currey! and Safford.? 

It was not until 1850 that general attention was attracted to this 
region and mining operations were started. Five years later, in 1855, 
14 mines were in operation and, by September of that year, these mines 
had produced and shipped 14,291 tons of ore, worth more than $1,000,000. 
Only the ‘black copper” ores, products of secondary enrichment from 
beneath the gossan outcrops and overlying the massive sulfide deposits, 
were then mined and smelted for their copper content. After the exhaus- 
tion of this ore, which was about 1889, the operators developed a process 
of treating the unaltered pyritic ores. This process consisted of open- 
heap roasting, followed by blast-furnace smelting; which method was 
used until 1903. 

Shortly after 1900, the companies operating in this district were 
compelled to erect acid plants to prevent the escape of the sulfur dioxide 
produced in the smelting operations. The Tennessee Copper Co., of 
Copperhill, started its plant in 1906; the Ducktown Copper & Iron 
Co., of Isabella, started to build its plant in 1908. Both plants were 
started for the purpose of relief from the damage done to vegetation 
in the surrounding country by the sulfur fumes and to utilize the valuable 
constituent of the ores that had previously gone to waste. Acid making 
was started by the Tennessee Copper Co. about Dec. 1, 1907; and from 
that date the Ducktown basin has been a continuous producer of sulfuric 
acid. The plant of the Ducktown Sulphur & Iron Co. was put in opera- 
tion on June 11, 1909. 

At present, three mining companies are operating in the Ducktown 
basin; these are the Tennessee Copper Corpn., operating the Burra Burra 
and London mines; the Ducktown Sulphur & Iron Co., the chief operation 
of which is the Mary mine; and a new company, the Ocoee Copper Co., 
which has developed a mine joining the old East Tennessee mine, and 
which has in addition leased, for 10 years, the old East Tennessee mine 
from the Ducktown, Sulphur Copper & Iron Co. 


LocaTIoNn 


The Ducktown district is in the extreme southeastern corner of 
Tennessee; the principal mines are within a few miles of both the Georgia 
and the North Carolina state lines. The district is served by the Blue 
Ridge division of the Louisville & Nashville Railroad, and is half way 
between Knoxville, Tenn.,and Atlanta,Ga. The principal railroad points 
in the Ducktown basin are Copperhill and Ducktown. The area is 
included in the Ducktown special map of the U. 8. Geological Survey. 


1 Richard O. Currey: “Geology of Tennessee,” 70-82. (1857.) 


? James M. Safford: “A General Reconnaissance of the State of Tennessee,’ 
59-68. (1856.) 
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PRODUCTION 


This district, in late years, has had a more or less steady production. 
During the dull period of 1921, when most of the large western mines 
were closed, the demand for sulfuric acid. was sufficient to keep the 
Ducktown smelters operating at nearly full capacity. The production of 
copper from this district since 1920 has been: 
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The total production, to the end of 1923, is said to be 431,481,000 Ib. 
The figures on production of sulfuric acid for this district are not avail- 
able, although the production and selling of this byproduct of the copper 
mining is one of the most important activities of this district. 


GENERAL GEOLOGY AND STRUCTURE 


The Ducktown copper deposits were first described by Safford,* in 
1856. In recent years, they have been described by Henrich, Kemp,‘ 
Weed,® Emmons and Laney,’ Taylor,’ and Gilbert.2 The following 
general résumé of the geology and structure of this region is taken from 
these different articles; from the work of the U. S. Geological Survey 
in adjoining areas; and from information obtained by the author on 
several visits to this region. The best description of the formations and 
important features of the geologic history of this region as a whole is 
given in the Nantahala Folio.’ 

Ducktown lies in the Unaka Mountain province of Tennessee and 
just east of the great valley of east Tennessee, which is part of the 
geological province known as the Appalachian Valley. The Ducktown 
basin is composed of a series of metamorphosed sedimentary schists. 
These rocks are known as the Ocoee series, but their age is not definitely 
known; some of them may prove to be of late Paleozoic age. The prevail- 
ing rocks are sandy schists and graywackes with interbedded mica schists. 
The most prominent beds are the metamorphosed phase of a series of 


3 Op. cit., 63-66. 

4C. Henrich: Ducktown Deposits and Treatment of Ducktown Copper Ores. 
Trans. (1895) 25, 173. 

5 J. F. Kemp: Deposits of Copper Ores at Ducktown. Trans. (1902) 31, 244. 

6 W. H. Weed: Copper Deposits of the Appalachian States. U. 8. Geol. Surv. 


Bull. 455 (1911). f 
7W. H. Emmons and F. B. Laney: Mineral Deposits of Ducktown, Tenn. U.S. 


Geol. Surv. Bull. 470 (1911). 
8 J, H. Taylor: Pyrite and Pyrrhotite Resources of Ducktown, Tenn. Trans. 


(1918) 59, 88. ; 
9G. Gilbert: Oxidation and Enrichment at Ducktown, Tenn. Trans. (1924) 70, 


998. ; i 
10 Arthur Keith: U. 8. Geol. Surv. Geol. Atlas, Nantahala Folio (1907). 
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sedimentary beds of sandstones, conglomerates, grits, and shales. Most 
of these beds are highly siliceous. However, the most characteristic 
feature of the whole series is the lack of effective sorting of the material 
making up these beds, both as to size and composition. The rocks have 
undergone close folding, some thrust faulting and severe metamorphism, 
and both bedding and schistocity approach the vertical. ‘The structure 
of this region has been worked out by the different mining companies and 
various folds and faults have been mapped. 

According to Emmons, thin lenses of limestone were deposited in the 
great series of sedimentary rocks whose metamorphosed equivalents 
occupy the Ducktown area. At no place on the surface in this district 
are such limestone beds exposed. In the lower levels of the old East 
Tennessee mine, limestone is said, by Emmons, to be exposed at several 
places; this limestone contains layers of biotite and muscovite, which are 
parallel to the bedding planes of the rock that it enclosed. As there 
is little, if any, lime in the country rock, the calcite and lime silicates found 
in the mines are derived from a very limy bed of the sedimentary series, 
which is an explanation favored by Emmons, or the lime has been intro- 
duced along with the ore. 


THe OREBODIES 


The orebodies consist of lenses of heavy sulfide occurring in the Ocoee 
schists, and are somewhat similar in type to those found elsewhere in the 
Appalachians. The contacts of the orebody and the country rock appear 
to be roughly parallel to the bedding planes of the metamorphosed rocks. 
The lenses of ore have a general northeastward strike and a general dip to 
the southeast, though at places they dip northwest. The orebodies 
outcrop in three roughly parallel lines. 

The primary ores are composed mainly of pyrrhotite, pyrite, calco- 
pyrite and sphalerite, but the amount of pyrite varies considerably. 
The gangue material is quartz, calcite, tremolite, and numerous other 
silicates. Where the copper content is above 114 per cent. or where there 
is a high sulfur content, the material is considered as ore. All of these 
ores contain a high percentage of iron and about 114 per cent. zinc. 
Experiments have been carried on for a number of years by the companies 
operating in this district looking toward the recovery of the iron content 
of the ores. Recently the Ducktown Sulphur, Copper, & Iron Co. stated 
that it would put up a sintering plant for the recovery of thisiron. Where 
the ore grades into lime silicate rock and the sulfides become less abun- 
dant, it is not commercially workable. 

These ore zones vary from a few feet to nearly 200 ft. in 
width; the average width is probably between 50 and 75 ft. Ac- 
cording to Gilbert, the ores from the different mines are more or 
less distinctive, pyrite being noticeably abundant at the Burra Burra 
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mine, while the Mary mine contains very little pyrite and tremolite is the 
chief gangue mineral. The ores from the London, Isabella, Eureka, and 
old Tennessee mines are much like the two types just mentioned, but are 
in general a mixture of the two, being intermediate between them. 

On the School property, the ore has an approximate analysis of 1 per 
cent. copper, 29 per cent. sulfur, and 25 per cent. iron. This oreis slightly 
different from the ore mined and treated by the other companies in the 
district, and before it can be utilized a new process for its treatment must 
be developed if its mining is to be profitable. The Ocoee Mining Co.’s 
mine joins the old East Tennessee mine and its ore should be similar to 
the ore encountered there. 

The Ducktown orebodies were originally capped by a heavy gossan, 
which was often 100 ft. thick and consisted of very pure iron ore (limo- 
nite). A large amount of this gossan, averaging 40 to 50 per cent. iron, 
has been shipped at different times as iron ore. 

Below the gossan lies the zone of secondary sulfides, being the zone 
from which the “‘black copper” was obtained during the early days of 
this mining district. All of this black copper oxide has been mined out 
and it is doubtful if there are any places where it will be found in the ~ 
future. This ore was remarkable for its fineness and its richness. Only 
an occasional small pocket of this ore can be found in the walls of some of 
the old workings. It is probable that this ore yielded from 20 to 30 per 
cent. copper, as the figures given by Currey™ on some of the first ore 
shipped from this district show that it contained 1414 to 3214 per cent. 
copper. Henrich describes black copper oxide as follows: “‘The zone 
contained rich copper ores, distributed in patches of varying dimensions 
(but not as a continuous body) within a zone or layer extending more or 
less horizontally across the vein, in thickness varying from 2 to 8 ft., 
and more, above the sulfuret orebodies and below the gossan.: Such a 
deposit would, at times, extend over the whole width of the orebody from 
wall to wall and for long distances along the strike. If of such horizontal 
extent, it was also usually of considerable depth. In other places, the 
black copper would be found only in small pockets or seams of limited 
extent and then usually along one or other of the walls of the ore deposit. 
Detached deposits of such ores would also occur more in the center of the 
ore deposit.” The most important minerals of this “black copper” 
according to Gilbert was probably chalcocite. 

There is a distinct relation between the bottom of the gossan deposit 
and the water tables of this region and, as would be expected, the top 
of the gossan roughly parallels the surface of the ground, except that it 
thickens on top of the high hills and is closest to the surface in 
the creek bottoms. 


a Op. cit., 74. 
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Notes on the Clinton Group in Alabama 


By Truman H. Aupricu, M. E., Brrmineuam, ALA. 
(Birmingham Meeting, October, 1924) 


Tue red, or fossiliferous, ore is found in the Clinton group of the 
Silurian formation. This group is from 100 to 500 ft. thick in Alabama, 
and its outcrops have been mapped by the State or the U. 8. Geological 
Survey. In some places, it is entirely missing (doubtless islands in the 
Silurian Sea). In Etowah County, in part of Greasy Cove and vicinity, 
the upper seam is a coral reef impregnated with the red ore; in this same 
county, step faults bring up the ore in three or four practically parallel 
ridges. 

In Blount County and on Raccoon Mountain, the ore runs under the 
carboniferous rocks and outcrops in the valleys. When examining the 
logs of holes drilled for oil, wherever the drill has gone deep enough, the 
writer has found the Clinton group underlying the Warrior coal field. 
The following records of holes drilled primarily for oil, given in Bull. 
No. 22, Geological Survey of Alabama, show the presence of either ore or 
red rock, and suggest vast resources yet to be outlined and developed for 
ore in the future. The locations are given by number on the map. 

Hole No. 1 was drilled 6 miles southeast of Russellville, Franklin 
County, by the Woodward Oil & Gas Co. It passed through 160 ft. of the 
Clinton, but only a small show of red ore was found at 1280-1400 ft. 

A test well, No. 2, drilled near Atwood, Franklin County, in section 
26, township 8, range 14, penetrated the Clinton at 1608 ft. and found 38 
ft. of limy red rock, also 8 ft. of some blood red ending at 1820 ft., making 
46 ft. of red rock inall. It is reported that some good ore was cut through 
but this work was done by a churn drill. At least 400 ft. of the forma- 
tion was classified as Clinton. 

Well No. 3, called Frankford Well, was bored by S. A. Hobson and 
associates in the northwest quarter of section 7, township 6, range 12, 
Franklin County. At 927 ft., it is supposed to have entered the Clinton: 
the log is as follows: 


F'n. 
Sandy limestone with reddish, high ferruginous argillaceous inclusions 16 
Same growing more ferrugimous ... 24, es ee eee 18 
Hematitic limestone..: 2. Si 55.,5 a ee ee ee 30 
Same with slightly less iron,..4,, <a: queen een 23 


- 
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ending at 998 ft. It is to be noted that the irony material occurs at the 
very base of the Clinton. 

Hole No. 4, drilled near Bridgeport, Jackson County, encountered 
several hundien feet of Clinton, but the exact drill record is unknown, no 
ore was shown. 

Several holes, No. 6, were drilled along ae Brown’s valley anticline 
in Jefferson County; the Clinton ony was penetrated in some, but 
no record is available. 

The Pratt Consolidated Coal Co. made two tests with a diamond 
drill, one at Flat Creek, Jefferson County, in the northeast quarter of the 
northwest quarter of section 19, township 16, range 5 west, where the 
Clinton formation was penetrated at 2798 ft. The whole section showing 
the Clinton is given as it is the most important record preserved. 


STARTING av 2798 Fr, 


Frat INCHES 

Ferruginous sandstone, fan OF6.2. 0.2 ...4i22 hon Sek seca e es 0 6 
eR PVOLS UNG Aree I a eo ohn Ss. We wine SA 30 6 
Greensbale, 226: leaniore #EbOD td, eo. Passe Mee Sowa os 4 6 
Gea OLE Regi ae oe ENS RE he, Nodes ose s loos 0 3 
halen dtsandstone ss eee EE POON a sso oud « 2, 8 
LCRTCOTOt etl aae eer Pee ess ots cise ete oe vieit as 6 8 
SANGStONG cry ee ER TN Me cits Soka 8 26 11 
Omen INE NA ee eee wanes ob es Bc, ae ee ek ee ie a 6 3 
jhean ore matter with white fossils... ... 0c ne dee ca ene 0 3 
Greenisand yishale. seme een eG FeV suas 2 0 
INCADESANGY, OLC oer he ere eC ANS e SO ote «oi sahara ale laceys 0 6 
SotGcec sco adtoob fave Ga We eben soo URS ein Sep eee eee 1 3 
HE CATIOLG teres coe re eeT trek ore stele as be Sas 0 3 
Sandstones, limestones and shales interbedded.............. 41 6 
TROGIR she ad ottmteeaveioc ootystis cen cx ERO Cee ee 2 8 
Coarse pink crystalline limestone with ore interbedded, shaly 

in places, ore about 50 per cent. rock..............-..+.5. 20 4 
Ore, good fine grained (one piece ran 43.20)................ 7 2 
OWasesc seg b oh oe oo On Reet hoe ore I ee eee 0 1 
SAID os a ais GG ene 6 BSN 00's 6 oe 0 NO UO Eee a 0 4 
IBaserOnl © linCOnea Lane aaPent TE eae oie a Nears od sreuene vis 3003 


Good and lean ore is shown, which is highly significant; the best layer 
is at the base of the formation directly above the Trenton. 

The second well, drilled at Praco, Jefferson County, about 3 miles 
southwest of the other was probably not finished down to the Trenton; 
it showed several layers of ore in the last 200 ft., one over 1 ft. thick. The 
two holes:are much alike; this also is a diamond: drill hole. Considerable 
gas and some oil came an of this hole, and is still exuding. 

Hole No. 7, or what is known as the Hamilton well, in Marion County, 
section 25, an 10, range 14 west, though 3 miles northeast of the 
town, was drilled by the Gulf Producing Co. At 2160 ft., a ferruginous 
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limestone 37 ft. thick was entered; immediately under is 2 ft. of hematic 
ore, which is underlaid with a ferruginous limestone 31 ft. thick. This 
is evidently an ore horizon. 

Hole No.8—the Pennsylvania Oil & Gas Co. drilled several wells in the 
vicinity of Jasper, Walker County. Well No. 1, in the northwest quarter 
of the southeast quarter of section 22, township 14, range 7 west, entered 
the Clinton horizon at 2610 ft. and continued through red material to 
2720 ft., or 110 ft. of Clinton. 
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Fig. 1.—OvTLINE OF COAL FIELDS AND IRON-ORE OUTCROPS IN NORTHERN ALABAMA. 


A well drilled at Calumet, 2.6 miles south of the other wells, pene- 
trated red lime rock for 105 ft., or from 2675 to 2780 ft. 

A well, No. 9, at Haleyville, Winston County, passed through 260 ft. 
of Clinton, basing at 2035 ft. The same company (Woodward Oil & 
Gas Co.) also drilled a well at Double Springs, almost in the center of 
the county, which passed through 150 ft. of Clinton. The records show 
red and green limestone and shale; the base is given as 1940 ft. 

The outcrops of red ore are fairly well known and an enormous amount 
of available ore has not been touched. Of course the Birmingham valley 
deposits are exceptionally thick, but they vary in quality and quantity. 
Tt has been proved that the best ore runs in comparatively narrow bands 


TRUMAN H. ALDRICH 307 


not parallel to the outcrops, perhaps, though following the shore lines 
of the ancient sea. The writer thinks that iron-producing bacteria may 
account for some deposits and the occurrence of a coral reef containing 
24 to 30 per cent. of iron, even in “hard” ore, shows a deposition in a 
shallow sea, probably without replacementfor chemical change. From 
the evidence adduced it is quite probable that the future supply is vastly 
greater than heretofore supposed. 

The leaner ores have been successfully concentrated, but this whole 
question is being carefully studied by the Bureau of Mines Station at 
the State University, Tuscaloosa, with the State Geological Survey 
assisting. 

As the Clinton formation underlies the Warrior coal field, it is rea- 
sonably certain that the red ore showing on both sides of Lookout Moun- 
tain and Raccoon Mountain must underlie these coal rocks; their dips 
confirm this. 

Fig. 1 gives the outlines of the three coal basins and the approximate 
outcrops of the red ore; the small scale precludes great accuracy. We are 
indebted to the publications of the State Geological Survey for most of the 
information herein. 
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Phosphate Deposits of Idaho and Their Relation to the 
World Supply* 


By Virait R. D. Kirxuam,t Moscow, Ipa. 


(New York Meeting, February, 1925) 


Nortu America has for many years led the world in phosphate pro- 
duction, but with development of African deposits and their marketing 
conditions with respect to European countries, this leadership will 
shortly pass to Africa. Algeria, Egypt, Tunis, and Morocco have large 
phosphate reserves and a correspondingly large production because of 
easy mining and a ready European market, which was developed during 
the war. An increase in home consumption is destined to develop for 
the eastern American fields, and the countries of the Pacific will provide 
a market for the western producers. New processes indicate a decrease 
in fertilizer costs, which will encourage a more widespread domestic use 
and assure better marketing conditions. The African deposits, although 
benefited by a water haul, have the disadvantage of being isolated from 
a source of acid so that the crude rock is shipped from Africa to its destina- 
tion, whereas in the United States the chief product shipped is acidulated 
rock or various types of superphosphatic fertilizers. 
| * The principal types of phosphate deposits used in the manufacture of 
fertilizers are guanos, apatite, phosphatic marl, phosphatic limestone, 
phosphatic shale, and phosphate rock which is also known as phosphorite. 
Some of these deposits are found on each of the continents; Table 1 gives 
their occurrence, age, location, character, extent, etc. Most of the 
information found in this table represents a compilation of information 
published elsewhere in a different form and widely scattered. 


* Published by permission of Secretary of the Idaho Bureau of Mines and Geology. 


} Assistant Professor of Geology, University of Idaho; Geologist of Idaho Bureau 
of Mines and Geology. 
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This country has a variety of phosphate deposits. Many of them are 
of low phosphate content and will remain undeveloped for a long time. 
Curiously, the region that, by its agricultural age, first needed phosphate 

in the form of fertilizer was that in which the first commercial deposits 
of phosphate rock were found. ‘This nearness of market to source created 
an industry that has flourished for more than 60 years. Many foreign 
countries have used phosphate fertilizers for a much longer period and, 
consequently, have used all their high-grade deposits and much of their 
low-grade material. This country, although having used much of its 
eastern supply, retains so much untouched high-grade rock in the Western 
States, as to put off the use of the equally large low-grade deposits to a 
far distant date. 

The demand for fertilizer in European countries and in the South 
Atlantic and Mississippi Valley States, which have been cropped for 
several generations, has developed a fertilizer industry in excess of 
$125,000,000 a year. More than 71,000,000 long tons of high-grade 
phosphate rock have been mined; the average annual production for 10 
years is about 2,500,000 tons, though 4,104,000 tons were produced 
in 1920. 

Although Europe is not now taking as much American phosphate as 
before the war, the industry is assured of a steady increase because of the 
increased domestic consumption produced by an awakening of American 
agriculturists to their needs and because of the new field for western 
phosphates in oriental countries. 

Table 2 shows the position of the various states in regard to produc- 
tion, reserves, etc., but does not include the names of states in which are 
found deposits of apatite, nelsonite, and low-grade marl, which have no 
commercial importance now and which give no evidence of importance in 
the near future. 


IpaHo PHospHate Deposits 


The Idaho phosphate field, the largest within the United States, and 
so far as known the largest in the world, lies in the southeastern corner 
of the state. Phosphate lands have been examined in detail by the U. S. 
Geological Survey in Bannock, Bingham, Bonneville, Bear Lake, Caribou, 
Madison and Teton Counties and an area of 1800 sq. mi. is believed to 
be underlain, at a minable depth, by commercial phosphate rock. The 
most accessible part of the field lies in Bear Lake and Caribou Counties, 
and is served by the Oregon Short Line of the Union Pacific System. 
Branch railways serve some of the districts and wagon hauls of from 1 to 
12 miles connect many properties with the main line. Probably 95 
per cent. of the deposit is untouched because of lack of cheap transporta- 
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tion, but favorable grades along drainage lines assure for the future many 
branch lines and spurs. 

The topography of southeastern Idaho is rough. The region is made 
up of a great series of tilted, folded, and deformed sedimentary rocks 
that in places have been cut by great overthrust and normal faults. 
The maximum relief in the area is more than 4000 ft. and many points 
exceed 9800 ft. in altitude. Several large rivers, lakes, basins, and ranges 
are found in the area, the most important of which are Snake and Bear 
Rivers; Bear and Grays Lakes; Teton Basin and Star Valley; and the 
Preuss, Aspen, and Caribou ranges. 


GroLoay or IpAHo Deposits 


The rocks are mainly sedimentary with a rather full stratigraphic 
range from Lower Cambrian to Quaternary. This stratigraphic series 
includes more than 40,000 ft. of sediments and sixteen unconformities. 
The series includes forty-eight formations distributed from the top of the 
section to the bottom, as follows: Alluvium of two ages, travertine, basalt, 
quartz-latite, and rhyolite in the Quaternary; basalt, dacite, rhyolite, 
trachyte, andesite, volcanic ash, the Salt Lake formation and the Wasatch 
formation in the Tertiary; the Wayan formation, Tygee sandstone, 
Draney limestone, Bechler formation, Peterson limestone, and the Eph- 
raim formation in the Cretaceous; the Stump and Preuss formations, 
Twin Creek limestone, and Nugget sandstone in the Jurassic; the Wood 
shale, Deadman limestone, Higham grit, Timothy sandstone, Thaynes 
group and Woodside shale in the Triassic; the Phosphoria formation which 
is the phosphate-bearing series in the Permian; the Wells formation in the 
Pennsylvanian; the Brazer and Madison limestones in the Mississippian; 
the Three Forks and Jefferson limestones in the Devonian; the Laketown 
dolomite, in the Silurian; the Fishhaven dolomite, Swan Peak quartzite 
and Garden City limestone in the Ordovician; the St. Charles, Nounan, 
Bloomington, Blacksmith, Ute, Spence, and Langston formations, and 
the Brigham quartzite in the Cambrian period. 

The region is greatly folded into wide synclinoria and narrow comple- 
mentary anticlinoria. Many of these folds range between 30 to 50 miles 
in length and show a notable parallelism. The more important faults 
are overthrust in character and include certain ones with tremendous 
length and displacement. Normal faults of considerable size are abun- 
dant. Both faults and folds have a distinct economic relation to the 
phosphate beds, inasmuch as they have revealed the Phosphoria formation 
in many places where otherwise it would be buried under a vast thickness 
of overlying beds; in other places they have brought it close enough to the 
surface to be minable. 

The area is made up of a series of thrust-fault blocks separated by 
extensive overthrust faults running in a northerly and southerly direction. 
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The thrust in each instance is from west to east, thus bringing older rocks 
on the west of each fault into a position overlying younger rocks on the 
east. In these blocks, between the faults, are found synclinoria and anti- 
clinoria, the folds of which are approximately parallel to one another and 
to the fault lines. Many of these folds are fairly regular in form but the 
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Fic. 1.—LocaTIon OF PHOSPHATE FIELDS OF IDAHO. 


greater number are unsymmetrical or overturned. The folding is so 
intense that fifty folds have been mapped and named. Among the many 
important overthrust faults along which phosphate is exposed are the 
Bannock overthrust, 270 miles long with a horizontal displacement of 35 
miles, and the Absaroka overthrust, 200 miles long with a horizontal 
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displacement of 25 miles, and a stratigraphic throw of 20 000 ft. The 
St. John fault and the Snake River fault are overthrusts ane a lenge 
over 35 miles and are similar to the larger overthrusts except in the degree 
of displacement. The Darby overthrust is credited with a length of 125 
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Fig. 2.—SHADED AREA IN Fic. 1; SHADED AREA HERE SHOWS LAND UNDERLAIN BY 
PHOSPHATE ROCK. 
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miles and a horizontal displacement of more than 15 miles. The Putnam 
overthrust represents the smallest and lies in the northwestern part of 
the region. The importance of faulting is attested by the number that 
have been mapped and named; more than sixty reverse and normal faults 
have been studied. Many curious and unusual structures result from 
this intense folding and faulting; horsts and grabens, fan folds, drag 
folds, and “swallowtail” folds are often found. In general, the whole 
structural scheme is somewhat similar to that of the southern Appa- 
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lachians, according to Dr. F. B. Laney. The phosphate is preserved in 
the synclines, in the overthrust block of the Bannock and other faults, 
where the Carboniferous sediments have been brought to the surface 
and eroded. 

Idaho rock phosphate is characterized by a marked oolitic texture. 
Rounded concentric particles ranging in size from minute bodies, visible 
only by aid of a lens, to pebbles more than 4 in. in diameter, make up their 
texture. The brown and gray rock are easily confused with coarse sand- 
stones. The color of this rock phosphate varies from a jet black as in 
the Montpelier area and an iron-stained brown at Paris and St. Charles, 
to a dull gray near Georgetown. The weathered outcrop is generally a 
characteristic bluish-gray color. j 

The rock and the associated phosphatic shales and limestones give off 
a peculiar fetid odor when broken, which is typical of the phosphate- 
bearing strata and aids in identifying it in the field. The odor is no indi- 
cator of the richness of the deposits and disappears when the rock is 
heated. The rock in the workable seams carries from 32 to 40 per cent. 
of phosphoric acid and has a specific gravity ranging from about 2.90 
to 2.95. A specimen of phosphate rock from 8 miles east of Georgetown, 
Idaho, gives the following analysis.! 


ANALYsIS OF PHosPpHATE Rock rrom NEAR GEorcETOWN, IDAHO 
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ORIGIN OF THE DEPOSITS 


The origin of these deposits has received much attention and has great 
economic importance, especially in computing reserves. If the rock is 
of secondary origin only shallow deposits of high-grade rock could be 
expected to underlie these areas. A great amount of detailed work by 
many competent geologists has revealed that, to the contrary, they may 
be considered as true bedded deposits, laid down under marine conditions 
similar to shale or limestone. The apparent great extent and uniform 


Z i. 8. Gale and R. W. Richards: Preliminary Report on Phosphate Deposits in 
Southeastern Idaho and Adjacent Parts of Wyoming and Utah. U.S. Geol. Surv. 
Bull. (1909) 430, 465. 
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thickness cause them to be regarded as true sedimentary strata. sti- 
mates as to reserve are made upon this assumption. 

The sources of the phosphoric acid and the mechanics of its accumula- 
tion have been the cause of considerable controversy. An abstract of 
Blackwelder’s? hypothesis as to origin is substantially as follows. 


Fic. 5.—BLACK PHOSPHATE BED OPENED BY SURFACE STRIPPING AT WATERLOO MINE. 


In the ocean special conditions of currents, temperature, etc., not yet understood, 
may have induced wholesale killing of animals over large areas and accumulation of 
putrefying matter on the sea floor in moderate and shallow depths. Decomposition 
through the agency of bacteria produced ammoniacal solutions which dissolved the 
solid caleium phosphate in bones, teeth, brachiopod shells, and tissues. For physico- 
chemical reasons, already partly understood, the phosphatic material was quickly 
redeposited in the form of hydrous calcium carbo-phosphates, locally filling, incrusting, 
and replacing shells, teeth, bones, etc., but especially forming small rounded granules 
of colophanite and finally a phosphatic cement among all particles. After having 
been formed in quiet water, some of the granules were reached by bottom-scouring 
currents and incorporated in clastic deposits and in some instances were strewn over 
eroded rock surfaces and so became constituents of basal conglomerates. 


Some of Mansfield’s* conclusions in regard to the origin are as follows: 


1. The phosphatic oolites and their matrix were probably deposited originally as 
carbonate of lime in the form of aragonite. 


2. The waters were probably shoal and of warm or moderate rather than of 
eold temperature. 


* Eliot, Blackwelder: Origin of Rocky Mountain Phosphate Deposits: Bull. Geol. 
Soc. Amer. (1915) 26, 100. 


5G. E. Mansfield: Origin of the Western Phosphates of the United States. Am. 
Jnl. of Sct. (1918) 46. 
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3. The phosphatization of the oolitic deposit was probably subsequent to its 
deposition rather than coincident with it, . . . under conditions favorable for the 
deposition of the carbonate but not of the phosphate of lime. 

4. Cooler temperature in the waters of deposition, checked the activities of the 
denitrifying bacteria and hence the conditions favorable for the formation of oolitic 
limestone. At the same time plant and animal [fe increased in the waters and 
furnished the decaying matter necessary for the phosphatization of the oolitic lime- 
stone in the general manner set forth in Blackwelder’s account given above. Perhaps 
Pardee’s idea of glacial climate may have a bearing in this connection. 


Fic. 6.—SURFACE WORKING; THIS AND Fic. 5 SHOW INCLIVATION OF BEDS ALONG DIP 
SLOPE. 


5. The sea in which the phosphate was deposited was closed off on the east, south, 
and west, but may have had connections with the ocean northward and northwest- 
ward, for Girty* notes faunal resemblances traceable into Alaska, Asia, and eastern 
Europe, and Adams and Dick® report the discovery of phosphate at apparently the 
same horizon in Alberta. 


Mertruops or MINING 


Early mining consisted chiefly of surface stripping and open cuts, 
where the overburden was no more than 20 ft. thick. Present develop- 
ment consists of entering the flanks of the synclines, anticlines, or mono- 
clines by adits at the lowest possible surface levels. On encountering the 
beds, drifts are driven along the strike of the phosphate. From the 


4G. H. Girty: The Fauna of the Phosphate Beds of the Park City Formation in 


Idaho, Wyoming and Utah; U. S. Geol. Surv. Bull. 436 (1910) 8. 
5F, D. Adams and W. J. Dick: Discovery of Phosphate of Lime in the Rocky 


Mountains, Commission of Conservation, Canada, Ottawa (1915). 
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drifts, stopes are raised to the surface on the dip slope of the phosphate 
bed. ‘The adits and drifts are the haulageways, and these and some of 
the stopes act as the airways. Easy mining by this method requires 
steeply dipping phosphate beds in order that gravity may carry the ore 
from the stopes to the drifts. 


Economic FAcToRs 


The western phosphate deposits, although as yet little utilized, are 
being used chiefly in the manufacture of superphosphates for fertilizer. 


Fig. 7.—SULFURIC-ACID PLANT OF ANACONDA Copper Mininea Co., at ANACONDA, 
Mont. 


The companies now mining phosphate and manufacturing superphos- 
phates are meeting the demand for fertilizer from the Pacific Coast States. 


Fig, 8.—SUPERPHOSPHATE PLANT OF ANACONDA Copper MinineG Co., at ANACONDA, 
Mont. 


Numerous processes for making soluble phosphates have been developed 
and described.°® 


°H. 8. Gale: Suggested Manufacture of High-grade Superphosphates. U. S. 
Geol. Surv. Bull. 470 (1910) 449. 
W. C. Phalen: Phosphate Rock. U.S. Geol. Surv. Min. Res. (1915) II, 239. 


W. H. Waggaman and W. H. Fry: Phosphate Rock and Methods Proposed for 
its Utilization as a Fertilizer. U.S. Dept. Agr. Bull. 312 (1915). 
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SUPERPHOSPHATE OR DovuBLe PHOSPHATE 


Because of its relatively low phosphoric acid content, shipping ordi- 
nary acid phosphate over long distances is uneconomical. Superphos- 
phate, or “double phosphate,” a product containing from 48 to 50 per 
cent. available phosphoric acid, is made for Ibng-distance shipment. 


Fic. 9.—TRUCKING PHOSPHATE ROCK FROM MINE BINS TO RAILROAD. 


Fic. 10.—TiprLe Loapina or cars aT MontTpeiier, Iba. 


In the manufacture of superphosphate, the phosphate rock is treated 
with sulfurie acid, producing phosphoric acid, which is filtered, concen- 
trated by evaporation, and used to treat additional phosphate rock. T Be 
resulting mix is known as “superphosphate”’ or “double phosphate. 
The raw phosphate rock is crushed, dried, and ground in ball-mills to 
pass through a 65-mesh screen, and then digested with 60° Bé. sulfuric 
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acid in air agitators. The pulp is washed and filtered, while the liquid 
is concentrated, by evaporation, to 65 per cent. HsPO4. This concen- 
trated phosphoric acid is used to treat fine raw phosphate rock in the 
mixers. The mixed material is discharged into ‘‘dens,” and then con- 
veyed to the driers. After being dried and disintegrated, it is bagged 
ready for shipment. The chemical reactions are: 


~ Ca3(PO4)23H2SO4 + 6H,0—-2H;PO, + 3(CaSO..2H20) 
4H3PO,4 a Ca3(PO4)273CaH4(PO.) 2. 
Treble superphosphate is made by treating raw rock with an equal 


weight of 60 per cent. H,SO, to make phosphoric acid, which is then 
mixed with pulverized raw rock in the proportion of two parts of phos- 


Fic. 11.—PHOsPHATE BUNKERS AND LOADING MACHINERY AT MUNICIPAL TERMINAL 
No. 4, Porrnanp, ORE. 


phoric acid to three of raw rock. This product contains more than 48 
per cent. of available phosphoric acid. 


PRocESssES IN WHICH PHOSPHOROUS OR PHospHORIC Actp Is VOLATILIZED 


Although the various processes for the production of available phos- 
phoric acid from phosphate rock by volatilization are still in the experi- 
mental or semicommercial stage, they show such promise of being com- 
mercially practicable and appear so well suited for the utilization of the 
Idaho phosphates that they are well worth considering here. 

Most of the work on the volatilization processes has been done by the 
Bureau of Soils of the U.S. Department of Agriculture. Ross, Carothers 
and Mery’ did the first work on electric-furnace volatilization of “ite 
phoric acid at Arlington Farm,-Va. It was found that concentrated 
phosphoric acid could be so made that additional cost of manufacture 
would be offset by the saving in freight. They showed that with electric 
power at $25 per horsepower-year, phosphoric acid (P.O) could be pro- 


a 7 ue H. face Ht bre tae and A. R. Mery: Use of Cottrell Process to Recover 
osphoric Acid Evolved in Volatilization Method of Treating Phosphat : 
& Eig. Chem. (1917) 9, 26. aye Casitas aaa 
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duced and recovered at a cost of 3.37 cents per pound exclusive of interest 
on Investment, taxes, and royalties. This cost compared very favorably 
with that of the H.SO; method. Later, Waggaman and Wagner showed 
that the mine-run phosphates of Florida, which in their natural state 
contain impurities that preclude that treatnfent with sulfuric acid until 
after thorough washing and screening, could be smelted directly in the 
electric furnace. Further work was done by Waggaman and Turley, using 
an oil-fired funace. 5 

The best test of a series showed a volatilization of 97 per cent. of the 
phosphoric acid in the charge, with a yield of 5.56 lb. P.O; per gallon of 
fuel oil costing 5 cents per gallon. The cost of the fuel constituted 14.4 


Fic. 12.—ANOTHER VIEW OF PHOSPHATE BUNKERS AT PORTLAND, ORE. 


per cent. of the value of the products for fertilizer purposes; while in the 
sulfuric acid process the cost of H2SO, is 23 per cent. of the value of the 
products. The phosphate rock used was run-of-mine material from the 
hard-rock phosphate mines near Newberry, Fla. 

The production costs per ton of phosphoric acid by the volatilization 
method are much lower than the costs by the sulfuric-acid process, as 
shown by the figures of $49.83 for the former and $81.25 for the latter. 
This makes the cost per pound of P2Os at 2.49 cents by the volatilization 
method and 4.05 cents by the acid process. 

Recently, some work has been done using coal dust as a fuel in the 
volatilization of the phosphoric acid. Compressed air is used to blow the 
coal dust into the furnace and to supply the air necessary for the combus- 
tion of the fuel and the oxidation of the phosphorus. Indications are 
that the coal-dust fired furnace can be successfully applied here. 
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Some of the advantages of the volatilization process are: 

1. Low-grade phosphates can be treated by this process; these could 
not be treated by the sulfuric acid process; many of the low-grade phos- 
phates are almost self-fluxing. 

2. Elimination of concentration by washing is effected. 

3. A high-grade product suitable for long-distance shipping is ob- 
tained. 

4, The cost of production per unit of phosphoric acid is cheaper than 
by the acid process. 


TypicaL Puants Using Ipano PuHospsatre Rock 


The Mountain Copper Co., Ltd., Martinez, Contra Costa County, 
Calif., manufactures acid phosphate called ‘‘Superphosphate” containing 
17.50 per cent. available P.O;. Its flow sheet is as follows: 


FLtow SHEET 
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The shipments of rock are received from Idaho and unloaded into 
stock piles from which the rock is moved to a bunker that discharges, 
through a jaw crusher, into Kent mills, which deliver through Newaygo 
screens into the “flour” bin. 

From the flour bin, the ground rock is delivered into a mixing bowl in 
batches of about 600 lb.; sulfuric acid is delivered into this bowl simul- 
taneously with the “flour.” Enough sulfuric acid is added to satisfy two 
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of the three molecules of lime contained in the tricaleium phosphate; this 
leaves the third lime molecule in combination with the phosphoric acid 
as monobasic or ‘“‘water soluble” phosphoric acid. After the charge is 
thoroughly mixed, it is dropped into a brick silo, or den where, it remains 


Fae 


Fig. 13.—TRACK, BINS, AND PART OF PHOSPHATE MINES OF ANACONDA CopprER MINING 
Co., at Conpa, IbA.; PART OF TOWN LIES IN CENTER OF PICTURE. 


overnight, after which it has reacted and set sufficiently for it to be dis- 
charged through disintegrating knives on to a conveyor. ‘The conveyor 
carries the material to the storage piles, where it cures for several weeks 
before shipping. 


Fig. 14.—Puant or Ipano PHosPHATE Co. (SUCCESSOR TO THE WESTERN PHOSPHATE 
Co.), Paris, Iba. 


The acid phosphate produced, called “superphosphate,” is guaranteed 
to contain 17.5 per cent. available phosphoric acid; it usually contains 16.75 
per cent. monoflasic, 1.00 per cent. dibasic, and 0.50 per cent. tribasic 
phosphoric acid. 

The Anaconda Copper Mining Co., Anaconda, Mont. manufactures 
‘“‘superphosphate”’ or “double phosphate’ containing 48 to 50 per cent. 
available P.O;. Its flow shcet is as follows: 
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Fiow SHErpr 
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All incoming rock is dried and ground to pass through an 80-mesh 
screen, and then discharged into a storage bin. From the bin, it goes 
through a series of Dorr agitators. Sulfuric acid is added to the first 
agitator along with the fine rock. This produces weak phosphoric acid, 
which is removed in subsequent Dorr thickerfers and elevated to a tower 
evaporator. The phosphoric acid is concentrated from 22° to 50° Bé. 
(65 per cent.) in the coal-fired evaporator. This strong acid is mixed 
with fresh finely ground rock and then goes to the dens. It is then 
disintegrated, dried, ground, and shipped as “superphosphate” containing 
48 to 50 per cent. available phosphoric acid in the form of CaHa(PO.)e. 


Fic. 15.—WatTeriLoo Mine or San FRANCISCO CuHEmIcaL Co., at MonrTPELiER, Iba. 


As most of the phosphate fertilizers are used in the Eastern and Central 
States, the future utilization of the Idaho phosphates lies in their conver- 
sion into products high in available phosphoric acid, to offset the high 
freight rates in order to compete with eastern phosphoric-acid fertilizer. 
The processes most suited are those for the conversion of the phosphate 
rock into acid phosphate, and superphosphate or double phosphate by 
sulfuric-acid methods, and into concentrated phosphoric acid by the 
volatilization method. The acid phosphate can stand shipment charges 
to the Western States. The superphosphate and concentrated phosphoric 
acid can be shipped to all parts of the country. 

With improvement in methods and with modification of the furnace 
for coal-dust firing, the volatilization method for the production of 
phosphoric acid seems to be well suited for the treatment of the Idaho 
phosphates. The coal beds in Teton County are located on the 
northern edge of the phosphate area and may be adapted for coal-dust 
firing. With the possibility of oil in southeastern Idaho and western 
Wyoming, oil-fired furnaces might be applicable. By combination of 
the strong phosphoric acid with nitrogen and potassium salts, a high- 
grade fertilizer can be produced that will stand shipment to all parts of 
the United States and to foreign countries. 
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OBSTACLES IN MARKETING 


The Idaho deposits have, as their greatest disadvantages, a freight 
rate schedule that will not permit competition with the Tennessee deposits 
in the Mississippi basin or east of it; and which is equally prohibitive in 
an attempt at competition with the operators of guano deposits on the 
islands of the Pacific in supplying the Pacific Coast States and countries 
bordering the Pacific. However, the island deposits have relatively 
small reserves and are rapidly nearing depletion. Portland, Ore., has 
prepared for the incipient great phosphate trade of Idaho with the Orient 


Fic. 16.—MINE AND PLANT OF AMERICAN PHOSPHATE CorpPN., MonTPELIER, IDA. 


and all Pacific ports by establishing a special terminal fully equipped 
with storage bunkers, bins, loading machinery, etc. The Union Pacific 
System transports the phosphate from the Idaho field to this terminal. 
The storage facilities consist of eight concrete bins that have a combined 
normal capacity of 18,000 tons of phosphate rock, with delivery to vessel 
at the rate of 300 tons per hour, through two traveling ship’s towers 
operating along the harbor face of the pier. In addition to an extensive 
belt conveyor system, a special box-car unloader is provided; this dis- 
charges the contents of a box car into a hopper in less than 8 min.; two 
Merrick weightometers have been installed and check the materials 
handled with an accuracy of 99 per cent. Long wagon hauls and a 
general inaccessibility of much of the Idaho deposit is another factor that 


retards marketing. 


TONNAGE IN RESERVE 


The original western phosphate reserve was set up on Dee. 9, 1908, 
but has been added to and reduced a number of times. Idaho had in 
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January, 1924, 720,534 acres of phosphate land in this reserve. In the 
tonnage estimates offered by the United States Geological Survey, only 
the main bed is considered and some high-grade and all low-grade rock 
was excluded. Many areas have not been examined thoroughly and may 
add much to the total; figures for Idaho up to 923, as given by the United 
States Geological Survey, are 4,997,717,000 tons in reserve. From 
inspection of the field, the writer believes that a tonnage estimate of 
5,500,000,000 is not too great. oe 


DEVELOPMENT AND PRODUCTION 


The development of the Idaho deposit has resulted in the entry into 
the field of six responsible companies. The San Francisco Chemical Co. 
began operating in 1907 under the supervision of Jos. J. Taylor who has 
done much toward stimulating development. Although all the com- 
panies have large holdings and have spent large sums of money, the 
Anaconda Copper Mining Co. has been the most progressive. It has 
established the townsite of Conda and built approximately 50 houses 
and cabins for its employees, as well as offices, bunk houses, a boarding 
house, a recreation hall,and a schoolhouse. A water system, refrigerating 
system, and railroad connections with Soda Springs 8 miles to the west, 
make this one of the most modern mining camps in the state. 

The production is as yet not large and has been estimated to be 
205,000 long tons, up to Jan. 1, 1924. However, this potential industry 
of southeastern Idaho, when running at full blast, will dwarf the now 
famous Coeur d’ Alene or Butte districts, as it will prove to be one of the 
most important factors in American industrial progress. With these 
deposits the existence in the future of American agriculture is guaranteed, 
provided potash and nitrogen are available. 


IpaAHO PHOSPHATE COMPANIES 


The American Phosphate Corpn., which is capitalized for $100,000, 
has its offices at Salt Lake City. The mine is located about 44 miles 
east of Montpelier, in Bear Lake County. The underground develop- 
ment consists of about 2000 ft. of drifts and tunnels. The property 
consists of a lease of five claims secured from the San Francisco Chemical 
Co. The plant is gas driven and contains complete crushing and drying 
equipment with two 25-hp. F.M. engines, one No. 4 Gates gyratory 
crusher; one 45-ft. American dryer, and one 95-ft. 18-in. conveyor. The 
plant employs from four to six men and has produced each year since 
1920. The wagon haul is 414 miles to the railroad. 

The Anaconda Copper Mining Co. has the largest plant in the 
area. The mine is located at Conda, 8 miles east of Soda Springs in 


334 PHOSPHATE DEPOSITS OF IDAHO 


Caribou County. The underground development includes 1335 ft. of 
drifts, 3050 ft. of crosscuts and tunnels, and more than 500 ft. of raises; 
1400 ft. of heavy timber trestles connect the mine with the storage bins. 
The mine tracks are 36-in. gage and 60-lb. rails. Two 16-ton storage- 
battery locomotives pull the long string of 10-ton side-dump ore cars. — 
Armstrong Shuveloders load the ore at the face. The property consists 
of a block of 23 claims, comprising 3403 acres, 8 miles of railroad connect- 
ing Conda with Soda Springs, a complete crushing and drying plant with 
a capacity of 450 tons per day, a power plant 50 by 50 ft., with steel and 
granite construction, an Ingersoll Rand 1000-cu. ft. compressor; motor- 
generator set; one 450-kv. a. 44,000/2300-volt substation with three 
auxiliaries, one 3000-ton gunite storage bin with conveyor; one 420-ton 
crude-rock feeding bin, one 1000-ton dried-rock storage bin, one No. 12 
Traylor bulldog gyratory crusher, several 22 by 54-in. Anaconda crushing 
rolls; one class A-12 Ruggles Cole dryer, one Vezin sampler and miscel- 
laneous conveyors, elevators, and shaking feeders. All equipment is 
motor driven. A refrigerating plant is also operated. This company 
has produced since 1920 and has often employed as many as 115 men. 

The Bear Lake Phosphate Co. is situated at Paris; the mine lies 114 
miles west of Paris in Bear Lake County, Idaho. The underground 
development consists of 1500 ft. of electric-lighted double-track tunnel 
and an additional 1200 ft. of crosseuts and drifts. The property consists 
of 317 acres of patented land and 360 acres leased from the government. 
The plant includes a 1000-ton storage bin, one 160-cu. ft. electrically 
driven air compressor, and complete equipment for mining. The installa- 
tion of a large mill is being considered. Operations began late in 1919 
and lasted until 1923. About 10 men are employed when operating. 
The wagon haul is 144 miles to the railway at Paris. 

The Idaho Phosphate Co., which is the successor to the Western 
Phosphate Co., has offices at Salt Lake City, Utah, and at Paris, Ida. 
The mine is 3 miles southwest of Paris in Bear Lake County. The under- 
ground development is extensive and includes 3000 ft. of tunnels, drifts, 
crosscuts, and winzes, besides 40 stopes each 250 ft. long. The property 
includes patented claims to the extent of 240 acres. A modern and com- 
plete mine plant includes compressors, machine shop, a large and fully 
equipped drying and crushing plant, electric power is provided for all 
equipment, and the company owns 334 miles of railway extending from 
the mine to Paris. The mine has been idle since 1920. 

The San Francisco Chemical Co. owns the Waterloo mine with offices 
at San Francisco, Calif., and at Montpelier, Ida. The organization is 
capitalized for $200,000. The Waterloo mine is located 3 miles east of 
Montpelier in Bear Lake County. The underground development 
amounts to about 3000 ft. of tunnels and drifts approached by three 
adits. The property consists of ten patented claims comprising 505 
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acres. ‘There are three storage bins, a blacksmith shop, and a ventilation 
and compressor plant. This mine was a steady producer from 1907 to 
1920, but has been idle since 1921. 

The Utah Fertilizer & Chemical Manufacturing Co. is capitalized 
for $100,000. The mine and property lies 8 miles east of Georgetown, 
Ida., in Bear Lake County. The underground development is limited to 
tunnels and two shafts, amounting to 525 ft. ‘The company owns sixteen 
patented claims, totaling 2316 acres, and includes some of the richest 
phosphate rock in the state. Development has been hindered by an 
8-mile wagon haul to the railroad. 
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DISCUSSION 


F. A. WitpeErR, North Holston, Va.—Reference has been made to the 
manufacture of superphosphates by the volatilization method. Many 
of us who were at the Birmingham meeting last fall were impressed by 
two papers on that subject. The possibilites of making superphosphate 
by this method are promising and it may reasonably be expected that 
something of substantial importance will be developed by this means, 
which will make more available the more remote phosphate deposits. 


8. L. Wixu1s, Corning, N. Y.—Some time ago, we made for one of the 
Middle West cement companies Pyrex glass insulators to replace porce- 
lain in the Cottrell dust precipitator, the assumption being that porce- 
lain was not giving satisfaction. The glass insulators were brick shaped 
1314 by 9 by 23g in. I believe that they are used in stacks of six or eight 
to obtain the desired height. The insulation ordinarily used in Cottrell 
systems is a pillar type varying from 24 to 36 in. in height. 

At the present time both types of insulator are manufactured in Pyrex 
glass, and there is an opportunity for considerable saving if the latter can 
be substituted for the former. 

As the troubles experienced have been due to the corrosive action of 
the potash in the cement dust, there would seem to be no reason why the 
pillar type of insulator should not give satisfactory service. If, on the 
other hand, the contour of the pillar type insulator has proved to be unsat- 
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isfactory in this service, the increased discharge path of the brick type 
insulator is sufficient reason for its use. 


G. R. Mansriztp, Washington, D. C. (written discussion).—The 
writer is not sure of the author’s meaning, in the first paragraph, where he 
states that ‘‘The African deposits, although benefited by a water haul, 
have the disadvantage of being isolated from a source of acid so that the 
crude rock is shipped from Africa to its destination, whereas in the United 
States the chief product shipped is acidulated rock or various types of 
superphosphatic fertilizers.” There would seem to be little point in 
comparing external shipments from Africa with internal shipments in 
the United States. He is probably comparing shipments of African phos- 
phates with shipments of American phosphates to foreign markets. If 
so, figures available at the U. S. Geological Survey Office show that in 
1923 (figures for 1924 are not available) superphosphates (acid phos- 
phates) exported from the United States amounted to 42,156 long tons 
and that shipments of fertilizers of all sorts, including superphosphates, 
were only 269,061 long tons; whereas exports of phosphate rock in the 
same year amounted to 827,551 long tons. The phosphate produced in 
the United States in 1923 was 3,054,149 metric tons compared with 467,- 
384 for Algeria; 25,370 for Egypt; 225,395 for Morocco; and 2,338,000 
for Tunis; or a total of 3,056,149 for northern Africa. The western phos- 
phate field, including Montana, Wyoming, and Utah as well as Idaho, 
has frequently been referred to as probably the largest phosphate field in 
the world. Whether, as stated on page 316, Idaho without the aid of its 
sister states may claim this honor is perhaps more questionable. 

On pp. 317-321, the geology of the region is briefly summarized and the 
character of the phosphate is briefly described and a chemical analysis 
is cited. No mention is made of Mississippian phosphate, except a 
brief tabular reference, although at one locality at least beds of 
high quality assigned to this period are apparently present in commer- 
cial quantity. 

On pp. 321-323, the origin of the phosphate is discussed and the writer’s 
opinions published some years ago are cited. Since the publication of 
that article the writer has had opportunities for further study and has 
found it necessary to change some of his conclusions. From present 
data, there seems little doubt that the phosphatic oolites were formed 
directly from phosphatic solutions or colloids on the sea bottom and were 
accumulated into sedimentary rocks, just as sand grains or other clastic 
materials are built into sedimentary formations. Space is insufficient 
to discuss adequately the conditions leading to the formation of the 
oolitic phosphate beds. The writer has embodied his views in a detailed 
report on the phosphate field of southeastern Idaho, now awaiting publi- 
cation as a Professional Paper of the Geological Survey. 
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On pp. 326-327, where processes for volatilizing phosphoric acid are 
discussed, it would have been appropriate to mention the commercially 
successful electric furnace methods now in operation by the Federal 
Phosphorus Co. at Anniston, Ala. 

On p. 332, it should perhaps be added that the construction of the 
shipping facilities at Portland was begun in 1920, when phosphate mining 
throughout the phosphate districts of the country was booming. Orders 
from Japan gave rise to the hope of con’siderable oriental business. This 
business has largely declined and in the face of cheaper, water-borne, 
high-grade phosphate from the Pacific islands, it may not soon be revived. 

On pp. 332-333, tonnage estimates are briefly mentioned and the U. S. 
Geological Survey’s estimates are raised approximately 10 per cent. 
The Survey’s figures are admittedly conservative. They represent 
totals actually used in classifying the public lands under standard pro- 
cedure, which recognizes thickness, quality, and depth of beds in the 
light of geologic structure. 

On p. 335, general acknowledgments are made. A little more specific 
acknowledgment through the text would be desirable. For example, 
three of the U. §. Geological Survey’s photographs are used as illustra- 
tions but they are not distinguished from those supplied by mining 
companies or those taken by the author. 


R. W. Sronz,* Harrisburg, Pa. (written discussion).—At the end of 
the first paragraph, the author says: ‘‘The African deposits, although 
benefited by a water haul, have the disadvantage of being isolated from 
a source of acid, so that the crude rock is shipped from Africa to its 
destination, whereas in the United States the chief product is acidulated 
rock or various types of superphosphatic fertilizers.’’ One surmises that, 
in this sentence, the economics of the deposits in North Africa and the 
United States are being contrasted. If this is meant, one might suppose 
that the phosphate-rock industry in the United States does not have the 
advantage of water transportation. About 85 per cent. of the phosphate 
produced in the United States comes from Florida, and about 80 per cent. 
of Florida’s output is shipped by boat from Jacksonville, Port Tampa, 
Tampa, and Boca Grande. In other words, with a production of 
2,500,000 tons, only 500,000 tons leaves Florida by rail. F lorida fur- 
nishes such a large proportion of the production of the United States 
that the phosphate-mining districts in Tennessee and Idaho need not be 
considered; therefore, the African deposits do not have any particular 
benefit by a water haul if it is intended as a contrast with the phosphate 
rock industry in the United States. A fleet of steamers for years has 
regularly carried phosphate rock from Florida to Norfolk, Va. ; Baltimore, 
Md.; Carteret, N. J.; and other points on the Atlantic Coast. 


* Assistant State Geologist. 
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Do the African deposits have a disadvantage by being isolated from 
a source of acid? Most of the plants in the United States making fer- 
tilizers from phosphate rock are in states bordering the Atlantic and most 
of those that make their own acid derive it from pyrite mined in Spain 
or from sulfur produced in Louisisna and Texas. The North African 
phosphate is sold mostly in southern Europe, where Spanish pyrites and 
Sicilian sulfur are comparatively close at hand. In other words, the 
source of acid for many of the fertilizer plants in the United States is 
much more distant from the place where utilized than are the African 
deposits from the sources of pyrite and sulfur, and the disadvantage of 
the African deposits seems questionable. 

Lastly, the statement seems to be that Africa ships crude rock and 
that in the United States the chief product shipped is acidulated rock or 
superphosphatic fertilizers. To be comparable, the statements should 
refer to the same thing. If it means shipments from the two countries, 
the tonnage of raw rock exported from the United States is several times 
that of the acidulated rock or superphosphate. If the contrast is in 
character of the rock shipped from mining localities, the rock leaving 
the phosphate mines in the United States is just as raw as that leaving 
the African mines. This last comparison, therefore, seems to be without 
good foundation and the whole statement is subject to revision. 

L. K. Armstrona, Spokane, Wash.—The discussion is really confined 
to two criticisms: The first respecting the relative marketing advantages 
of African and Idaho deposits; the other a disclaimer of the present 
importance of Idaho deposits and competition with those near the South 
Atlantic seaboard. The principal factor, however, and one of greatest 
ultimate importance, is the significant relative tonnages of those in 
southern Idaho (and I might add those in northeastern Utah and south- 
western Wyoming) as compared with those in the southeastern United 
States, and in other countries. I was deeply impressed with the state- 
ment that more than 5,000,000,000 tons exists as reserves in southeastern 
Idaho, this figure being somewhat reduced in U. 8S. Geological Survey 
estimates. I have no doubt that these estimates will be found as nearly 
correct as the more conservative estimate of the Survey. 
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Manufacturing Problems of Cement Industry 


By Joun J. Porter, * HAGERSTOWN, Mp. 


(New York Meeting, February, 1925) 


THE requirements of the standard specifications under which Portland 
cement is sold have materially increased within the past 10 years, but 
practically all companies are now furnishing cement better than these 
requirements; in some cases exceeding them by nearly 100 per cent. 
From a sales standpoint, it is desirable to have a product that is 
uniform to a high degree and free from occasional quality troubles. A 
failure in quality, even if it affects only a few hundred barrels out of a 
yearly output of a million or more, is apt to be talked about in the trade 
and to affect the salability of the entire output. For these reasons, there 
has recently been great activity along the lines of quality control and 
improvement; and some of the most interesting problems of the industry 
are in this field. 

From the manufacturing standpoint, the quality of cement is chiefly 
a matter of uniform and proper chemical composition of the raw mix fed 
to the kilns plus proper burning in the kilns; the fineness to which the 
cement is ground, the proportions of gypsum, the method of seasoning, 
and the like are contributory factors. 

Uniform chemical composition of the raw mix has been one of the 
most difficult problems to solve. Most plants will use from 1000 to 3000 
tons of rock per day and in but few cases is this material as it lies in the 
quarry even approximately uniform in composition. The problem, then, is 
to quarry and mix this raw material in such a manner that every handful 
passing through the kilns will have practically the same analysis as every 
other handful. To accomplish this purpose there are two methods of 
preparation: the wet and the dry. 

In each process, a stone storage is the first requisite of a successful 
plant. This storage place may handle the stone before or after crush- 
ing; its capacity may vary from two to three days’ up to several months’ 
supply, but it should be so designed that it can be filled as desired by 
the chemist and drawn at such points as will give a mixture of the various 
kinds of stone coming from the quarry and a reasonably uniform material 
going to the mill. The size of the storage place and the method of 
handling should be varied according to the nature of the material. 


* First Vice-president and General Manager, Security Cement & Lime Co. 
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Following the stone storage, the two methods of manufacture diverge. 
In the wet process, the raw material is ground with enough water to make 
a thick slurry, which is stored in tanks and stirred so that the contents of 
any one tank will be absolutely uniform. The chemist, after analyzing 
each tank, can then mix the slurry so as to obtain a raw material for the 
kilns of practically uniform composition. In the dry process, the 
storage tanks are arranged so as to be filled in rotation and drawn 
together, thus ironing out the variation occurring from hour to hour in 
the stream of material; the final stage in this mixing process is usually 
storing, in what are known as silo tanks, the ground raw material before 
it is fed to the kilns. As each tank is filled, it is sampled and analyzed; 
two or more of these tanks are then drawn together in proportions to 
give exactly the composition required in the kiln feed. 

After many years of experience with these processes there is a wide 
difference of opinion among cement-mill operators as to their relative 
merits. It is generally conceded that uniformity of mix is obtained 
somewhat easier with the wet process and there is some advantage in 
the cost of grinding the material wet. On the other hand, there is a 
decided economy of kiln fuel in the dry process and, in the writer’s 
opinion, the full possibilities of obtaining uniform material through use 
of a series of mixing bins in the dry process are not generally appreciated 
or realized. 


Eirrect oF VARIATION IN CHEMICAL COMPOSITION 


The raw material fed to the kilns must be uniform in composition and 
of the right composition. This might seem to be a simple matter, but 
small differences in the proportions of the lime, silica, alumina, iron, and 
magnesia are inevitable; further, what is the right composition at one mill 
is not necessarily the right composition at another. In other words, 
the proper chemical composition for high-quality cement apparently 
depends, to some extent, on the nature of the raw materials being used. 
The reason for this fact, if it is a fact, and the exact relations involved are 
not well understood, but it is probably these factors, which can only be 
worked out by experience, that are largely responsible for the quality 
difficulties of so many plants during the first year or two of their operation. 

The effect of some of the occasional, but less common, constituents 
of limestone on the quality of cement is not thoroughly understood. It 
is believed that the presence of appreciable amounts of phosphoric acid 
may, at least under some conditions, affect the quality of the cement. 
Whether this trouble is inherent in this element or whether it is due to 
the acid combining with a certain proportion of the lime and thereby 
making a necessary change in the proportions of the mixture is not 
known. It is thought that considerable quantities of potash and soda in 
the raw material may also affect the quality of cement, although this has 
not been proved and there are only indications to that effect. 


= Ss ell 
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IMPORTANCE OF CorRRECT BURNING 


The degree of burning is a quality factor of the greatest importance 
and is the one thing, perhaps, most frequently causing trouble. As 
fuel is one of the major items in the cost sheet, there is naturally a 
tendency to economize as much as possible in its use ; occasionally this 
leads to a degree of underburning that affects the quality of the cement 
made. This is particularly the case as there is no satisfactory method of 
measuring or recording and, hence, of standardizing the degree of burning. 
The methods generally used to check up burning are visual inspection of 
the clinker as it issues from the kilns and a test similar to the soundness test 
on cement made on the ground fresh clinker. Attempts have been made 
to use radiation pyrometers to measure the temperature of burning, andin 
that way control it. But, the burning of clinker is a function of time as 
well as temperature; in fact, it is by the time of exposure that the degree of 
burning is ordinarily controlled, the temperature being nearly constant 
and fixed by the nature of the fuel and the conditions of its combustion. 
There is a wide range between the minimum degree of burning, which will 
just get the cement past the specifications, and the maximum degree, 
which will produce the best cement that can be made from a given 
material. Any burning in excess of the latter is overburning; overburned 
clinker will grind into perfectly good cement, the only objection to it is 
from the standpoint of cost. There is a danger in underburning, how- 
ever, and one of the most interesting and important problems of the 
industry is to establish means of control that will enable the operator 
to know for a certainty when he is burning at the most economical point. 


ResearcH Work Now Betna DONE 


An interesting problem is the possibility of producing a super-cement 
one having a materially greater strength than is now the practice, by 
carrying the lime in the mixture a little higher than at present, burning 
correspondingly harder, and grinding much finer. Much work has been 
donealong this line, especially in Germany, but there is much more work to 
bedone. Within the past year, a research organization, supported jointly 
by the Portland Cement Association and the Bureau of Standards, has 
been established to study the fundamental chemical problems of cement. 
It is hoped that the result will be a better understanding of many things 
that are now puzzling the practical operating men of the industry. 


Facrors AFFECTING Cost 


The principal factors in the cost of making cement are in the approxi- 
mate order of their importance, labor, fuel, power and repairs; the prinei- 
pal operations into which these factors enter are quarrying, crushing, 
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grinding and burning. Rapid progress along the line of cost reduction 
has been made during the past decade. Ten years ago, somewhat over 
one man-hour of labor was required to make a barrel of cement; at present 
the average is only a little over one-half man-hour, as a result of the use 
of larger units, improved machinery, and the standardization of methods. 
The introduction of waste-heat boilers has also resulted in a material 
saving in cost at many plants. With this equipment, power can be 
generated at a cost of from 0.6—0.8 cents per kw.-hr., a considerable reduc- 
tion from the usual cost when using coal-fired boilers. In other words, 
the use of this equipment has reduced the total fuel consumption approxi- 
mately 50 lb. per barrel. 

The effect of this technical progress is to be seen in the relatively 
lower price of cement, compared with other structural materials. There 
was, of course, a great increase in the price of all building materials 
during the war and in the subsequent period but statistics compiled by 
Government Bureaus show that from 1912 to 1921 the price of Portland 
cement increased less than that of any of a large number of materials 
used in building and construction, and very much less than the average 
of all of them. : 

The most interesting and valuable work on the grinding problems of 
the cement industry has been done by the research engineers of the Con- 
servation Committee of the Portland Cement Association. This work, 
so far, has been confined to the grinding of clinker in tube-mills but it has 
shown the fallacy of many generally accepted ideas. For example, it 
has been shown that the ratio of lime to silica, iron, and alumina is the 
one chemical factor affecting grindability, and that the silica, iron and 
alumina ratio, which for so long was considered important, is really of 
no effect. Another exposed fallacy is the effect of seasoning on grinda- 
bility. The temperature of the clinker is of great importance but start- 
ing with cold clinker, exposure to the elements, resulting in increase in 
“loss on ignition,’’ is detrimental to grindability, 

A number of important problems relating to grinding remain to be 
solved. The exact operation of temperature, in its effect on grinding of 
clinker, isnot understood. We do not know if the data relating to grinda- 
bility in tube-mills can be applied bodily to other types of mills or whether 
it will be necessary to modify these data for each kind of grinding mill. 
Neither do we have adequate and systematic data regarding the relative 
efficiency of the various types of grinding mills on the various materials 
that must be ground. Experience in the industry would seem to indi- 
cate that certain mills may work efficiently on one material and may be 
very unsatisfactory at another location and on other materials. 

The burning of the cement clinker is the heart of the manufacturing 
process and some of its most interesting and important problems are 
found here. Since the adoption of the rotary kiln, tremendous progress 
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has been made in burning efficiency; but our knowledge of the process is 
still largely rule-of-thumb and there is great need for a systematic study 
_of kiln operation and the reduction of its various factors to a quantita- 
tive basis. 

There is no really satisfactory expression for kiln output in relation 
to kiln size. Attempts have been made to rate output on the basis of 
kiln volume, shell area, area of cross-section at the burning zone, etc.; 
none of these methods will hold for all’sizes of kilns. It is self-evident 
that for a given material the output will, within certain limits, be propor- 
tional to the amount of coal that can be burned per unit of time; or, in 
other words, to the area of cross-section in the burning zone. It is also 
evident that the longer the kiln, the better prepared will be the material 
when it reaches the burning zone; hence, less fuel will be required per 
unit of output and the output will be larger for a given rate of combustion 
of fuel. It is also evident that the feed end of the kiln must have an 
area sufficient to pass the gases of combustion at the available draft. It 
should be possible to work out the relationship of these various factors 
and to devise a formula that, for a given material and a given draft, will 
accurately express kiln output in relation to dimensions. 

A somewhat related problem is the relationship between output and 
fuel economy. For very low outputs radiation loss, being constant per 
unit of time, is excessive per unit of output; hence, fuel consumption is 
increased. For very large outputs, involving a high rate of combustion 
of fuel, the time of contact and the opportunity for heat transfer between 
hot gases and incoming material are lessened, hence, fuel consumption 
is increased. Between these extremes lies the most economical rate of 
production from the standpoint of fuel economy. This rate no doubt 
varies somewhat for different materials, but quantitative data, which are 
almost totally lacking at the present time, would be of great value 
to the industry. 

One of the most interesting problems is the effect of small variations 
in chemical composition and nature of raw materials on the output and 
fuel economy of the rotary kiln. It might be supposed that with a con- 
stant chemical composition all materials would burn the same, but this 
does not seem to be the case. Apparently, the form in which the silica, 
and perhaps other elements, is present in the raw material has a most 
important bearing on the ease of combination; as a result, at different 
plants the same size kiln produces widely varying outputs with widely 
varying fuel economy. Even at the same plant, in many cases, the out- 
put and fuel consumption vary from week to week and from month to 
month, according to the strata being taken from the quarry. ‘There is 
great need for a simple test for ‘“burnability”? of raw materials so that 
these differences can be measured and predictions made in advance of the 


344 MANUFACTURING PROBLEMS OF CEMENT INDUSTRY 


utility of new materials. Such a test would also be of great use in exist- 
ing plants in adjusting a three-component mix to the most efficient point. 

It is self-evident, and has been known for many years, that the 
fineness of grinding of the raw material affects the ease of burning but 
there are not sufficient quantitative data to enable the manufacturer to 
calculate closely the most economical point of grinding, everything being 
considered. ‘The problem of the effect of fineness of coal is being solved 
by the engineers of the Conservation Committee of the Portland Cement 
Association. It has long been supposed that the finer the coal the greater 
is the fuel economy, but the committee has found that in many cases there 
is no advantage in grinding finer than approximately 50 per cent. through 
the 200-mesh sieve. Under usual operating conditions, this fineness is 
sufficient to burn perfectly all the coal; and when all heat units have been 
released obviously there is nothing further to be gained. An incidental 
advantage of the use of coarser coal is the greater ease of handling. In 
some plants, the indirect saving through relative freedom from coal floods 
and spontaneous combustion in coal bins is an important factor. On the 
other hand, the use of coarse coal has not been satisfactory at some plants 
where it has been tried. There are, evidently, certain conditions neces- 
sary for its success that have not been determined, but the problem will 
no doubt be completely solved in the near future. 

There is, apparently, no such well-defined critical temperature in 
the operation of cement burning as exists in the iron blast furnace. 
Nevertheless, a high temperature is necessary and sufficient heat units 
must be furnished at this high temperature to make up for the radiation 
losses and heat carried out in the clinker. A number of experiments 
looking toward higher temperatures of combustion, principally through 
the use of preheated air, have been tried; while the results are conflicting, 
there seems to be some advantage in this practice. Amathematicalstudy, 
similar to that made by Johnson! for the iron blast furnace would be a 
valuable’guide to work in this field. 

Along the same line is the problem of the insulation of the burning 
zone of the rotary kiln. This has been repeatedly tried; the failure of 
the experiments was due to the difficulty of holding the lining. Ordinary 
firebrick lining owes its stability to the cooling of its outer surface by radi- 
ation from the kiln shell, and when this is prevented, its life is only a 
matter of a few hours. No manufacturer, so far as known, has tried a 
lining of radically different composition and more refractory character in 
combination with an insulating material in the burning zone. 

The industry still has much to learn concerning kiln linings. It is 
customary, in rotary-kiln operation, to form a coating of fused clinker 
on the surface of the firebrick lining, which coating forms the real working 
surface. The life of the lining is, in most cases, dependent on its ability 
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to hold a coating and, generally speaking, refractories high in alumina are 
the most satisfactory. There is a wide difference in cost between the 
various brands of high alumina kiln blocks and, as the action of the coat- 
ing differs with the various materials being burned, each plant must work 
out the problem of the most economical lining for itself. With our pres- 
ent knowledge this is a long and expensive procedure because we have no 
correlation of the results of laboratory tests with the results of 
actual experience. ; 

A most important problem in connection with kiln operation is that 
of getting a perfectly uniform feed of both raw mix and powdered coal. 
When feeding dry raw mix, the amount passed per revolution of the feed 
screw varies within wide limits according to the condition of the material. 
Mix that has been freshly ground is still warm, contains a large amount of 
entrained air, and will weigh much less per cubic foot than mix that has 
been allowed to stand for some time in storage tanks and is therefore — 
cold and relatively free from air. Morover, mix feeds more freely into 
the feed screws while the tank above the screw is being filled; also the rate 
of feed varies with the height of material in the tank above the screw. 
Various devices are in use to prevent flooding of raw material entering 
the kilns but none give that perfect uniformity in rate of feed which is 
essential to the best output and fuel economy. 

A similar condition prevails in respect to the feeding of the pulverized 
coal, and there is the additional disadvantage that any variation in the 
rate of feed makes it impossible to adjust the air supply to the most effi- 
cient point for perfect combustion. In addition to the fluctuations 
occurring from hour to hour, there is a fluctuation from second to second 
due to the action of the feed screw, some coal being pushed into the blast 
pipe each time a conveyor flight moves across the feedpipe outlet. 
Double- ‘and treble-flight conveyors are used to lessen these intervals 
but even then, in many cases, there is an appreciable puffing of coal at 
the nozzle of the burner pipe resulting in a quick succession of too 
much and too little air for perfect combustion. 


Dust CoLLECTION AND PREVENTION 


Among the most important mechanical problems of the cement 
industry is dust collection or prevention. This is important from the 
standpoint of working conditions at the plant itself and, in many 
instances, from the standpoint of community nuisance. There are many 
sources of dust in the cement mill but the more important, in the order of 
their importance, are the kiln stacks, dryer stacks, grinding mills, 
crushers, and conveyors. There is no gainsaying the fact that the wet 
process has a material advantage from this standpoint. Dryer dust is 
eliminated, with the exception of the coal dryers, and dust from raw 
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grinding is entirely eliminated. From the kiln stacks, the dust loss’ in 
the wet process should be, and usually is, materially less than in the case 
of the dry process, although this is not always the case. 

Several types of bag filters and centrifugal dust collectors are available 
in connection with grinding mills, crushers, and conveying machines. 
Generally speaking, they work with a fair degree of efficiency, except 
where the dust is associated with a certain amount of steam. For kiln 
stacks, Cottrell electrical precipitators are satisfactory, although rela- 
tively expensive in both first and operating cost. In a number of cases, 
centrifugal collectors have been installed following waste-heat boilers. 
They usually catch only 60 to 80 per cent. of the dust, but are relatively 
inexpensive in installation and operation and, hence, are most satisfactory 
where they will answer the purpose. There is no satisfactory dust collec- 
tor for use on dryer stacks, the combination of steam and dust being par- 
ticularly hard to handle. A few attempts have been made to 
scrub these waste gases with water spray, but this procedure is only 
feasible where an abundant supply of water is available. 

Among the multitude of other problems are those having to do with 
the life of grinding mill and conveyor parts. The rapid growth of the 
cement industry has only been possible through the development of grind- 
ing machines permitting the pulverizing of the enormous quantities of 
materials required. These materials are highly abrasive, replacements of 
mill and conveyor parts form a large item in the cost and the problem of 
better materials is important. This problem is primarily one for the 
manufacturers of mill machinery but, in view of the enormous variation 
in the life of different lots of roll heads, grinding rings, etc., the cement 
industry may be forced to delve into these matters and work out its 
own metallurgical specifications. 
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Rotary Calciners for Gypsum 


Frank A. Witprer,* Norra Ho.sron, Va. 


(New York Meeting, February, 1925) 


THE most important process in a gypsum mill is calcining the crude 
mineral. There seems, however, to be little progress or change in calcin- 
ing methods. This would not be surprising if the industry was not, in 
other ways, developing. The demand for gypsum in its various forms, 
however, is growing rapidly. The output has more than doubled in six 
years, while the value of gypsum products, through the introduction 
of higher priced specialties like wall board, has nearly trebled in the 
same period. 

In other industries, under somewhat similar conditions, calcining in 
rotating cylinders, either by direct or indirect heat, has replaced the 
method that still prevails in gypsum mills. Efforts were made to use 
rotary calciners in manufacturing plaster of Paris in the early days of the 
industry in America; 25 years ago rotary calciners were in use in Ger- 
many. At that time there was great diversity of opinion in regard to 
their merit. 

In 1923, the output of calcined gypsum in the United States 
was 3,101,378 tons. About nine-tenths of this material was calcined in 
kettles, the remainder in rotary calciners. The ratio was about the 
same 10 years ago. During these 10 years, rotary calcining made rela- 
tively no gains, and there were no important changes in the construction 
of kettles. In their manipulation, the only change of consequence was 
in connection with the length of time that the gypsum is left in the kettle. 
For wall-plaster purposes, all producers who had not previously done so 
changed from second-settled to first-settled calcined gypsum, thereby 
reducing production costs and improving the plasticity and sand-carrying 
capacity of their plaster. 

Nevertheless, in the few mills in which they were installed, rotary 
calciners continue to operate, with possibly one or two exceptions, and 
to be highly successful. In these 10 years, the Cummer type of rotary 
calciner has disappeared. All rotaries now used are of the cement-mill 
type with a diameter of 6 or 7 ft. and length of 80 to 120 feet. 


* President and General Manager, Southern Gypsum Co. 
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Producers with mills in two or more localities, who are operating rotary 
calciners in one district yet persist in using kettles in other districts, 
are in the best position to discuss the relative merits of these methods. 
They have cost data and ample experience in regard to the quality of the 
finished product. Their discussion and criticism of this paper will be 
most welcome. 

In order that the facts may be more fully brought to light, it seems 
desirable to present such information as is available as a basis for discus- 
sion. Asa preface to such a discussion the uses of calcined gypsum, and 
the peculiar properties desired in connection with these uses, may profit- 
ably be considered. In the order of their importance these uses are: 

Wall plasters: Hair fibered (often called cement plaster) ; wood fibered. 

Structural gypsum: For gypsum wall, roof and floor tile; for poured- 
in-place roofs and floors. 

For wall and plaster board. 

For Portland cement. 

Specialties: Finishing plasters; casting plasters; molding plasters; 
dental plasters, ete. . 

For retarding Portland cement, raw gypsum is commonly used. A 
few cement mills, however, prefer to use calcined gypsum. In this 
material a uniform chemical analysis is all that is desired. 

In general, the properties desired in calcined gypsum are tensile and 
compressive strength, hardness, plasticity, and definite and uniform 
setting time. Certain of these properties are much more essential for 
calcined gypsum in some of its applications than for others. Plasticity, 
for instance, which is highly essential in hair-fibered wall plaster intended 
for use with considerable quantities of sand, is not so important when the 
material is used in making tile or wall board. On the other hand, com- 
pressive strength, which is of importance in connection with structural 
gypsum is not so essential in gypsum wall plaster. 

The demand for plasticity in wall plasters varies with the character 
and quantity of sand that is used with it. If the calcined gypsum lacks 
plasticity with a given amount and kind of sand, the mortar works 
“short.” With less sand or sand containing more loam, it may work 
exactly right. If there is an excess of plasticity in the mortar after 
mixing, it is sticky and gummy, adheres to the workman’s tools, and is 
quite as objectionable as though it worked “short.” Highly plastic 
calcined gypsum is not acceptable in wood-fibered plasters that are 
intended for use with little or no sand. 

The average calcining kettle consists of a metal cylinder 10 or 12 ft. 
in diameter and 10 ft. high, with arched cast-iron or steel bottom. Four 
flues traverse the cylinder horizontally. The sides are jacketed and 
bricked in such a way that the heat from the firebox located under the 
kettle is drawn up through ports into the space between the kettle shell 
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and the outer brick jacket, thence through the flues into the stack. Con- 
siderable draft, always natural, is used in order to take most of the heat 
away from the bottom of the kettle and distribute it to the sides and to 
the flues. Mechanical agitation aids in bringing fresh gypsum in contact 
with the heated surfaces. Even more imporfant as a means of agitation 
is the boiling of the gypsum as it gives off steam in parting with its water 
of crystallization. é / 

In gypsum calcined in kettles two distinct products are recognized, 
depending on the temperature used in the process. The structure of the 
calcining kettle permits of sufficient temperature control to produce either 
product at the option of the operator. First-settled calcined gypsum is 
drawn when the temperature reaches 325° to 340° F. while second-settled 
is discharged from the kettle at 390° F. The first-settled material consists 
largely of the hemihydrate 2CaSO,4.H.0, while second-settled is for the 
most part soluble anhydrite, CaSO. This soluble anhydrite is wholly 
different from dead-burned gypsum formed by long calcining at temper- 
atures in excess of 400° F. It is quick setting, has higher tensile and com- 
pressive strength, and is less plastic than gypsum drawn at 325°-340° F. 
It changes to the hemi-hydrate on exposure to the air. 

Recording thermometers are in common use in connection with 
gypsum calcining kettles, but even without this guide the expert calciner 
can tell by the behavior of the gypsum in the kettle when the degree of 
calcination that he desires has been attained. 

For those uses where high tensile and compressive strength are essen- 
tial and where plasticity is not especially sought, second-settled calcined 
gypsum isin demand. For almost all purposes, however, the strength of 
first-settled stucco is ample and, on account of its lower cost, it is used 
wherever possible. 

About 20 years ago the Cummer process, in which a rotary calciner 
was a feature, was introduced for treating gypsum, and was used in New 
York state for about 15 years. One small plant of this type is still oper- 
ating in Mexico City. In the Cummer process, heat was applied to the 
gypsum as it passed through a rotating cylinder. The movement of 
the smaller particles was hastened through the cylinder by a fan. The 
gypsum, hot from the calciner, was allowed to stand for several hours in 
air-tight bins. The purpose of this was to permit a readjustment of the 
chemically combined water. Some of the gypsum was undercalcined 
and the cores of the larger lumps were not calcined at all; some was over- 
ealcined and lost all of its water. It was believed, and the results 
obtained indicated that there was some measure of truth in the proposi- 
tion, that the undercalcined portion of the mass in the bin would in time 
contribute a portion of its water of crystallization to the overcalcined and, 
if drawn from the bin at the proper time, the entire mass would be in the 


desired hemihydrate form. 
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The calcined gypsum produced by the Cummer process was often 
erratic in set, and required unusual amounts of retarder, indicating the 
presence of some raw gypsum. However, the product was very plastic. 
It had unusual bulk after grinding and was acceptable to the plaster 
trade in spite of its occasional bad behavior in the way of erratic set. 

The producers who used the Cummer process gradually discovered 
that they could secure the same, and even better, results with less cost 
in rotary kilns of cement-mill type, and without the expense and delay 
of storing in sweat bins. Raymond mills grind the hot gypsum as it 
comes from the calciner. In this fine state, molecular readjustment 
evidently takes place in the mill, in the storage bins and along the screw 
lines. Certain mills in New York state are producing calcined gypsum 
for wall-plaster manufacture by this process at the present time. 

When the Emley process for making gypsum more plastic was intro- 
duced 3 years ago, it seemed particularly adapted for use with a rotary 
calciner. As described in the patent that was issued to W. E. Emley of 
the Bureau of Standards, the process is one “of increasing the plasticity 
of calcined gypsum which consists of grinding the calcined gypsum to 
eliminate the water content during the grinding operation, preventing 
the escape of the said water content during the grinding step and con- 
tinuously keeping the above treated gypsum in contact with the water 
thus eliminated, ceasing the grinding operation and permitting the water 
thus eliminated to be reabsorbed.”’ 

One of the more recently constructed mills in New York combined a 
rotary calciner with a ball-mill operating in closed circuit for grinding. 
The results were somewhat in line with expectations, but developed some 
troublesome and wholly unexpected features. An exceedingly plastic 
calcined gypsum was produced. One characteristic of such plastic 
material is that it packs like damp snow. It refused to flow through 
spouts or to move satisfactorily in the ordinary conveyors. When 
mixed with the customary quantities of sand, it made a mortar that was 
too sticky. It could not be worked in the form of neat wood-fiber plaster. 
The ball-mill was opened to permit a free circulation of air and the situa- 
tion was somewhat relieved. 

The interesting question now is whether rotary calcining can be 
successfully introduced in other gypsum fields. The outstanding fact 
is that this method of calcining, with perhaps one exception, is confined 
to the western New York field. It is possible that the physical charac- 
teristics of the gypsum of western New York have some bearing on the 
question. This gypsum seems to make fewer fines in crushing than the 
gypsum of some other localities. On account of the low temperature 
and the ease with which gypsum calcines and the difference in the nature 
of the product produced by relatively small change of temperature, to 
secure uniformity the material fed to the rotary ealciner should vary in 
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size as little as possible. Results comparable to those secured in New 
York might be secured elsewhere if = By psum were crushed to pass a 
l-in. ring and everything passing a 14-in: ring calcined separately and 
at a temperature lower than that aC for the larger lumps. 

The saving in operation costs is estimated by different individuals in 
the gypsum plaster business, all the way from twenty-five cents to one 
dollar. If it were necessary to double the installation in order to treat 
the fines separately, the additional operating and maintenance cost with 
interest and depreciation must be taken into account as an offset to saving 
in operation. 

For a plant of ordinary capacity that must manufacture some second- 
settle stucco, finishing plaster, or any of the gypsum products for which 
gypsum calcined in a rotary is not adapted, the installation of a rotary 
calciner does not seem practical as the expense of installing and operating 
two systems would be burdensome. Ina plant where the equipment may 
be considered from the standpoint of wall-plaster production alone, the 
installation of rotary calciners may be regarded as an open question. 
The plasticity desired can be obtained by other means, and in ways that 
will permit of variation to meet the sands of different markets. Unless 
there is ample capital and demand for output sufficient to justify the 
installation of a separate installation to handle the fines, the use of a 
rotary calciner in a field where the gypsum crumbles easily is not wise in 
the light of existing information. 


DISCUSSION 


L. K. Armsrrone, Spokane, Wash.—I was impressed with what the 
speaker said in connection with the sizing; two other factors were not 
mentioned; these were time and temperature. Applying one against the 
other, it would appear to me the better solution of the problem of success- 
ful rotary installation would be proper sizing, time, and temperature. 
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Limestone Production as a Mining Problem 


By J. R. THOENEN, GREENVILLE, OHIO 


(New York Meeting, February, 1925) 


Ir askeD whether limestone production was a mining problem I 
would not hesitate to answer emphatically in the affirmative. The 
question, ‘‘When is a quarry a mine?’ is familiar. The immediate 
mental picture induced by the thought of limestone production is that 
of an open quarry. All are familiar with the open pit in the iron-produc- 
ing districts of Minnesota and Michigan and the open cuts of the 
so-called ‘‘porphyry”’ coppers of the West. If these are mines, they 
differ little from limestone quarries in general mode of operation; if 
quarries, why do they need the attention of mining engineers? 

During 1923, the United States produced in round numbers 
70,000,000 tons of iron ore. The limestone production of the United 
States for the same period was something over 100,000,000 tons. In 
tons, it about equals the oil production of the United States. 

The uses of limestone are legion. A paper read by a prominent 
engineer of Chicago, at the meeting of the National Crushed Stone 
Association held last February in St. Louis says: ‘There is no industry 
in the United States today that is more basic in its operation or by itself 
controls more industries. There is hardly a chemical operation, hardly 
a metallurgical operation or building operation that a crushed-stone 
man does not control if he will jump in and make the full utilization of 
it.”’ Some of the many uses are for road metal, concrete, railway 
ballast, building stone, riprap, and rubble, the manufacture of iron and 
steel, alkalies, calcium carbide, magnesia, carbolic and carbonic acids, 
asphalt filler, mineral wool, poultry grit, sulfuric acid, phosphates, 
nitrates, soap, baking powder, the purification of copper and prevention 
of coal-mine explosions, to say nothing of the quantities used in the 
making of lime and cement. It has been said that without iron we would 
revert to the Stone Age; how much iron would we have without lime- 
stone? From the point of view of the mining engineer, using the term 
in its broad sense to include geologists and metallurgists, the production 
of limestone is important because of its occurrence, volume, commercial 
importance, and the problems presented by its recovery and treatment. 
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The large limestone deposits situated on the surface and in close 
proximity to markets are becoming depleted; rapidly in some cases, 
more slowly in others. In the search for new deposits, the geologist 
Is particularly interested. He can help not only as to actual location, 
but also in predetermining whether a given docation will furnish stone 
suitable for the market it is intended to supply. Users of limestone are 
becoming more and more particular as to the chemical and physical 
properties of the stone they buy. Sorhe limestones admirably suited 
for one market are useless in another. The manufacture of lime and 
cement as well as the use of flux stone might be termed the “metallurgy ”’ 
of limestone. Lime is burned today in many places exactly as it was 
hundreds of years ago. Though cement manufacture is of more modern 
development, combustion engineers say the modern rotary kiln for 
cement making is not the last word in efficiency. 

At a recent meeting of the Ohio Local Section, the effect of different 
grades of coal on the cost of steel manufacture was discussed and it was 
quite evident much saving could be made with certain kinds of coal. 
If the grade of coal is important, why would not different grades of 
limestone react similarly? At one quarry, two kinds of limestone are 
mined, one white and one gray or blue. It is stated that both have the 
same chemical composition and make equally good lime, except that the 
lime from the one is a little whiter. Something causes that difference 
in color. The gray limestone is hard while the white is soft. Other 
peculiarities in this material might offer interesting problems to 
the metallurgist. 

To the mining engineer interested in production, limestone is impor- 
tant because of its volume, commercial importance and the problems 
presented by its recovery. Most of the limestone is produced from open 
quarries, of which there are three types, depending on whether the crush- 
ing plant is below, above, or on the same level as the quarry itself. 

In the first type, the stone goes to the crusher by gravity, by an 
inclined tramway or by locomotives and cars. This can be compared to 
western copper mines and hillside quarries. In the second type are 
found the greatest number of both limestone quarries and open metal 
mines. Many limestone quarries are limited in their lateral extension by 
their location within city limits or other causes. Many metal mines, 
operating on wide lodes or massive deposits, or like the iron mines of Min- 
nesota and Michigan, also belong to this type. In quarries within city 
limits, the mining engineer might develop a system of underground min- 
ing that will allow for lateral extension. By this means, heavy blasting, 
the greatest objection to city quarries, would be largely eliminated. 
Some system of delayed caving over weakened pillars, after exhausting 
the supply of stone from stopes, would seem to offer possibilities for 
study. In the third type, with quarry and crusher on the same level, are 
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a smaller number of open quarries as well as open metal mines. The 
reason is that limestone is exploited principally from horizontal beds, 
and progress is downward as well as lateral. Therefore quarries started 
in this way soon become of the second type, due to the lowering of the 
quarry floor. In all three types of open quarries, as in open mines, 
both single-face and. multiple-bench methods are used. There are 
quarries operating in one face 240 ft. high and others 10 ft. high. Metal 
mines tend more to the use of several benches of moderate height. Many 
quarries are now standardizing on benches of 50 ft. vertical height, as: 
being most economical for shovel operations. 

Few open quarries or mines are free from the expense of overburden 
removal. Because of the comparatively higher value of its product, 
and its greater vertical extent, the metal mine can usually stand a 
greater cost per ton in this respect. On the other hand, smelting and 
refining charges against the metallic ore add materially to the ultimate 
unit cost and thus reduce the amount that can be allowed for stripping. 
Furthermore, the metallurgy of limestone or its calcination to lime 
or cement, paralleling the smelting of metallic ores, would automatically 
result in a higher market value for the ultimate product and likewise 
allow the removal of more overburden. The lime and cement manu- 
facturers are turning to the so-called higher-cost mining methods. 

Methods for removing overburden are practically the same, for both 
metal mines and quarries. Mechanical means, such as the steam, 
gas, or electric-driven shovel, dragline, cableway, and clamshell excavators 
are all in use, as is also pick, shovel, and wheelbarrow work, supple- 
mented by drag scrapers and auto trucks. 

Methods of blasting are the same. Electric, gas, steam, and air- 
driven well drills sink holes for the high benches, while machine drills, both 
piston and hammer, are used on the lower benches and for secondary 
blasting. Regarding explosives, there are probably as many different 
kinds used in quarrying as in mining. Recent experiments with liquid 
oxygen in quarries and in mines point to interesting possibilities of that 
explosive for both underground and open mining. In quarries as well 
as in mines, blast holes are sometimes charged with two different strengths 
of explosive. 

The proportion of open metal mines using mechanical shovels for load- 
ing cars is greater than in limestone quarries, because they do not require 
a sized product. In many cases where the quarry uses hand methods, 
mechanical means would not apply as, for instance, the loading of stone 
for consumption in lime kilns. The kiln requirements for a sized stone 
prohibits the use of mechanical shovels, unless the cost and operation 
of screening machinery is less than the extra cost of hand loading 
and sorting. 
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Hauling from quarry or open mine to crusher is accomplished by 
identical means, including inclined tramways, overhead cableways, and gas, 
electric or steam locomotives, with end or side dump cars. Some lime- 
stone quarries use the fast rotary-dump cars, similar to those for 
coal mines. . 

The crushing of limestone does not require much different practice 

than the crushing of metallic ores. The. tendency is toward larger and 
larger initial breakers, it being realized that it is cheaper to crush than to 
blast stone. While many limestone crushing and screening plants are 
well designed and operated, others are badly balanced and uneconomical. 
For example, as a result of the increased scarcity or high cost of labor, 
quarries that formerly used hand-loading methods have installed mechan- 
ical shovels without changing their crushing equipment. Others, when 
increasing their breakers, have not increased their secondary crushers 
and screening capacity. Here alone is a wide field for the min- 
ing engineer. 

Underground mining of limestone is as yet of comparative minor 
importance. Nevertheless, as shown by my notes and observations of 
the past year, of the 100,000,000 tons of limestone produced in this 
country annually, something over 6,000,000 tons come from underground 
workings. Many cement and lime manufacturers have found it cheaper 
to mine than to remove overburden. Others find they can get a cleaner 
stone, and thereby a higher grade product, from the mine than from 
the quarry. Still others have turned to mining to solve the question of 
year-round production. 

Methods of mining in use range from unsystematic, irregular breast 
stopes, through combinations of room-and-pillar mining with underhand 
and overhead stoping in flat deposits, to elaborate inclined and vertical 
shafts with back stoping over shrinkage in steeply pitching strata. In 
one mine limestone is being hoisted from a horizontal bed through a 
vertical shaft 550 ft. deep, and in another a vertical shaft 350 ft. deep 
is installed on the vertical side of the open quarry. But, thus far there 
are few instances of limestone being mined from shafts. It is generally 
extracted through tunnels or adits driven into the side of an abandoned 
quarry or the side of a hill. Here the methods of the metal and coal miner 
have been added to the quarryman’s own ideas. 

Room-and-pillar methods are almost universal in the limestone mines. 
Their applications are about as varied as the number of mines. Room- 
and-pillar methods are commonly termed tunnel mining, probably 
because they are usually begun as large tunnels driven from the side of a 
former open pit. These tunnels are carried from 8 to 18 ft. high in a single 
breast, and from 12 to 50 ft. wide. Pillars sometimes take the form of 
ribs, but are more often circular or square in section. Their size depends 
generally on the judgment of the operator, there being no set rule for 
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proportioning them with respect to the ground removed in the rooms. 
Long ribs are sometimes used to protect main haulageways, with square 
or round pillars in the rooms. Some operations are driven methodically 
on surveyed lines, with regular cross entries from room to room, while 
others apparently have never been seen by a surveyor. 

Some tunnel headings are driven along the roof, followed by simul- 
taneous bench stoping behind the drills; others reverse the process and 
carry the tunnel heading on the floor, followed by back stoping with upper 
holes. In one case both back and bench stoping are followed with a 
tunnel heading in the center of the stratum. In one or two instances, 
a central tunnel is driven the full height of the seam, followed by side 
holes to widen the room as required. Back stoping by upper holes in 
a metal mine, where the breaking is done directly over trammers, is not 
usually considered good practice because of the danger of leaving loose 
ground above, but in the limestone mine, where the holes can reach a 
good parting in the strata, this objection does not apply so forcibly. In 
an Ohio mine, the limestone stratum lies on an 8-in. bed of soft shale. 
Advantage is taken of this to use a coal cutter to undercut the lime- 
stone, after which it is blasted like coal. Various combinations of 
shrinkage stoping with tunnels are also employed where the thickness 
of strata warrants. 

The placing of drill holes in limestone is at least as varied as in metal 
mining. For tunnel driving, drills range from the Jackhamer type held 
in the operator’s hands to heavy piston drills mounted on 8 to 18-ft. 
columns. With the latter, miners work from the top of portable 
stages. Tripods are sometimes used to drive headings. At one plant, 
an ingenious contrivance enables the driller to continue operations with- 
out waiting for the shoveler to clean up the face. It consists of a car 
fitted with a counterweighted boom, operated with a hand winch. On 
the end of this boom is a steel cage. The driller mounts this cage and 
with a Jackhamer drills out the whole 30-ft. vertical face by using a 
bottom cut without lifters, while the muckers clean up the previous 
blast below him. Wedge cuts, either in the center or at one side of 
the room, are quite common. Sometimes the ground is broken in 
triangular blocks; in which case the holes are drilled as in the initial 
wedge cut, all meeting at the bottom of the wedge. 

Whatever opinion may be held respecting limestone quarries in gen- 
eral, there can be no doubt that the underground limestone deposit is a 
mining problem. But, its problems differ from metal-mine practice in 
many particulars, and any metal-mine method used in limestone without 
careful preliminary study of existing conditions may cause serious 
trouble. Mining engineers have called it folly to think of carrying 
rooms over 30 ft. wide; on the other hand limestone operators hold there 
is no danger in rooms 100 ft. wide in limestone. There are instances 
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where both are wrong, and others where both might be right. However, 
a limestone mine that has had careful technical study and advice invari- 
ably shows it on the cost sheet. The American Lime & Stone Co. of 
Bellefonte, Pa., has one of the few underground limestone mines in 
this country operating on an inclined stratum, and using a regular back- 
stoping method over shrinkage and loading through chutes. That the 
company is successful indicates that limestone production is a min- 
ing problem. Pe. 

In conclusion, I have found that very few limestone operations use 
the service of mining engineers. To the average quarryman any mining 
system spells expense, and it would surprise many of them to learn that 
so-called expensive limestone mines often produce stone at a lower cost 
than does the open pit. Mining engineers should, therefore, endeavor 
to convince the limestone operator that limestone production is a min- 
ing problem. 

DISCUSSION 


OuiveER Bowes, New Brunswick, N. J—I am so thoroughly con- 
vinced of the growing importance of underground work in the production. 
of limestone that I had the author make a detailed study of limestone 
mining for the Bureau of Mines and prepare a report on the principles of 
limestone mining. Many limestone operators, long accustomed to open- 
pit work, are being forced to mining. About 6 months ago I thought 
there were twenty-five or thirty underground limestone operations in the 
United States but the author has been finding new ones until his list now 
runs nearer sixty. Some of these are very extensive; one at least has 414 
miles of underground workings. 

There is an ever-expanding field for the engineer in the operation of 
limestone mines and quarries. Some of the larger companies realize the 
need of skilled engineering advice, but many of the companies regard 
the engineer as an unnecessary expense. Although almost every metal 
mine, even those handling only a few hundred tons of ore per month, 
employs a mining engineer, many limestone operations ten times as large 
employ no mining engineers. Few mining engineers are at all familiar 
with limestone operations, and few limestone producers have the advan- 
tage of mining engineering knowledge. This is a situation that demands 
correction. 

J. T. StncEWALD, Baltimore, Md.—Where can the line of demarca- 
tion between cement rock and limestone quarries be drawn? 

8. R. Russett, Wilmington, Del.—The natural cement quarries oper- 
ated at Akron, N. Y., 50 or 60 years ago are all out of business now. 
The natural limestone quarries they speak of now have been abandoned. 
The other quarries are new and devoted to the manufacturing of 


Portland cement, lime, etc. 
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Engineering in Limestone Production 


By C. C. Grices,* Wasuineton, D. C. 


(New York Meeting, February, 1925) 


From its inception, a limestone quarry or mine should be under the 
direction of a capable engineer. Before it becomes a reality, he should 
outline the future results, plan the most economical methods for moving 
the materials and the most efficient equipment, and pilot the undertaking 
along the narrow pathway of success, avoiding the pitfalls of uneconom- 
ical production and the precipitous walls of scanty profits. Inspection 
of successful limestone properties shows that all have had difficult 
engineering problems, the solution of which have required keen engineer- 
ing ability. 

In approaching a subject of this nature, it is logical to follow the prog- 
ress of the limestone operation from its inception to the end, as reflecting 
the engineering required. There are four major divisions: Investigation, 
equipment, development, and operation. 


INVESTIGATION 


On the reliability of the engineer’s estimates and the soundness of his 
judgment depend the success or failure of the enterprise. When one visits 
a prosperous concern, realizes that the limestone is of a constant chemical 
composition, sees the mechanical devices installed, and watches the 
output leave the plant in trains of railroad cars or fleets of vessels, he may 
overlook the fact that in the remote past this great creation was born in 
some man’s brain and evolved through competent engineering. 

Many factors must be considered before a promoter could procure the 
money necessary to launch such an enterprise, for a conservative banker 
will only recommend a successful producer while the promoter must 
provide funds on his own and his engineer’s judgment. An engineering 
investigation must be made preliminary to expenditure for actual oper- 
ation, which, for a limestone deposit, would naturally embrace such 
subjects as: 

Readily available. 


1. Tonnage available........ Possibly available. 
‘Chemical analysis. 


* Asst. Head Engng. Div., Bureau of Internal Revenue. 
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Limestone flux. 

Cement. 

Building blocks. 

Chemical uses: Carbide, sugar, paper, alkalies, 


2. Marketability of product, 
and effect and _ possi- 
bility of increased pro- 


duction during life of | Fertilizer. 
property. Plaster and wall fini$h. 
Road material. 
an! Oeste eee uct, development (current). 


Overhead: Management, supervision, sales. 
Taxes, insurance, and interest. 


Weather conditions in district and their possible 
effect upon full time operation, curtailed opera- 
tion, and incidentally the transportation of prod- 
uct by rail or water. 

Labor. 


Equipment necessary for quarrying, preparation of 
product and loading for transportation. 


4. Working conditions....... 


5. Cost of plant and equip- 
ment. 
Water supply: Limited or unlimited. 
General operating: Obtaining supplies, obtaining 
repairs. 


oe Operating: Repairs, quarrying, preparation of prod- 
6. Physical difficulties....... 


eae made for product throughout life of 


7. Selling price. quarry. 


After compiling his data, as outlined, the engineer is ready to prepare 
his report. For a limestone property he must bear in mind that the 
industry depends on large production and small profits. As the small 
margin does not permit the use of such safety factors as are applicable 
to other minerals, all items must be given careful consideration before 
his decision is made. While the engineer may be too liberal and report 
favorably on a property not meriting such a forecast, he may also be too 
conservative; and as the margin is narrow, he may condemn a property 
that under proper management would prove an unqualified success. 
Satisfied as to three items: life of deposit, average production, and 
expected profit, the final answer is merely a matter of figures. Obviously 
a promoter should assure himself and his investors that the undertaking 
would return all the money required for plant, equipment, land, etc., 
as well as a fair rate of interest on the investment. Leading valuation 
engineers in America and England hold that the Hoskold’s formula is 


satisfactory in meeting these conditions: 


1 
B= 


ess wee 
in which Pn = the present value of each $1 operating profit accumulated 
during a life of n years, r’ = interest rate on capital, r = interest rate for 
redemption, and 


selon)” 
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“One would not care to invest in a limestone property without assur- 
ance of at least 10 per cent. return and that at the end of the operations 
the company would have on hand the original investment in quarry, 
plant, and equipment, either to distribute as return of capital, or with 
which to purchase another property. The factors given below, when 
applied as will be shown, will do this. Only a few factors are given, for 
a 10 per cent. annual return on the investment, plus an amount which, 
placed in a sinking fund at 4 per cent. compound interest, will return the 
capital. The other factors for any period are readily available. 


At 10 Per Cent. anp 4 PER CENT. 


Years Lirg Years Lire 
5 0.702675 25 0.322549 
10 0.545581 30 0.282893 
15 0.444619 35 0.251559 
20 0.374302 40 0.226196 


As an example, suppose the engineer has determined the following: 
Life of property, 30 yr.; expected profit per ton, 50 cents; annual produc- 
tion, 50,000 tons; estimated cost of plant and equipment $250,000. Then, 
expected profits would be: 30 < 50,000 X $0.50 = $750,000, and the 
present worth of this amount, which would produce the return stated, 
would be: $750,000 X 0.282893 = $212,169.75. 

This indicates that the proposition would not justify a plant and 
equipment costing $250,000, for there would be nothing left with which 
to purchase quarry land, and provide for the other expenditures neces- 
sary at the beginning. If the estimated cost of plant and equipment 
required were $150,000 instead of the $250,000, it would prove a profit- 
able venture, assuring the investors of a 10 per cent. return, if the cost 
of the quarry land, development and other initial expense did not exceed 
the difference of $62,169.75. 

Many mines are killed by too much, or ill-advised, equipment. The 
estimate of the present worth of the earnings, as illustrated, furnishes 
a ready check on the amount justified for plant, equipment, and develop- 
ment; for, if these estimated initial expenses exceed the present worth 
of the expected earnings, it would be better to invest the money in safe 
securities than to take hazardous chances. As countless safe investments 
returning 6 or 7 per cent. interest may be obtained, the extra 3 or 4 per 
cent. would barely compensate for the chances taken in promoting 
an unproved enterprise. 

KQUIPMENT 


The choice of equipment is dependent on the engineer’s ability and 
judgment. After determining his financial limits, an error in the selec- 
tion or location of the various units may mean failure when the supreme 
test of operating comes. He has a wide range in choosing his equipment. 
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Numerous successful labor-saving devices are now available. The pre- 
determined output of the quarry is the controlling factor, | Whether the 
output shall be 50 tons per day, as sometimes occurs in limestone or 
burning, or thousands of tons, as in extensive enterprises, this factor must 
govern. Fig. 1 shows the smallest and the largest crushers used in lime- 
stone production. The small crusher (on the flywheel of the large one) 


Fic. 1.—SMALLEST AND LARGEST CRUSHERS USED IN LIMESTONE PRODUCTION. 


handles about 1 ton per hr. and has a 244-in. opening; the large one 
handles 3000 tons per hr., with a 60-in. opening. Probably the largest 
steam shovel used by any limestone producer in the world has an 80-ft. 
boom, a 52-ft. dipper stick, and an 8-yd. dipper. ‘The same company has 
recently added a shovel with a 70-ft. boom, a 48-ft. dipper stick and a 
10-yd. dipper. 

Many mechanical devices are available for handling the stone. A 
very complete plant is that of the Michigan Limestone and Chemical Co. 
at Rogers, Mich. All the illustrations in this paper are furnished through 
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the courtesy of the officers of that company: Carl D. Bradley, president 
and general manager, and C. B. Willard, assistant to the president. 

Fig. 2 is a bird’s eye view of the plant, harbor and equipment. From 
the time the rock is blasted in the quarry until it is unloaded from the 


Fig. 2.—VIEW OF PLANT, HARBOR, AND EQUIPMENT AT Rogers, MIcu. 


ore-carrying freighters of over 13,000 tons capacity, the handling of the 
stone is as nearly automatic as human engineering ability can devise. 
The limestone is loaded into cars, brought by locomotives in trainload 
lots to the automatic dump, where, after dumping, the empties pass on 


Tig. 3.—A TUNNEL GATE FROM STOCK PILE AND PART OF BELT CONVEYOR. 


without switching back. The stone then goes to the large crushers, 
meeting a stream of water where it is thoroughly washed. The crusher 
product is screened into different sizes and distributed to stock piles 
by belt conveyors. Underneath the stock piles, other belt conveyors 
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Fic. 4.—FourR CONVEYORS DISCHARGING SIMULTANEOUSLY INTO A FREIGHTER 
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Fig. 5.—DIstTRIBUTION OF LIMESTONE SHIPMENTS 
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carry the limestone into openings in the top of the freighters. Even the 
freighters have hopper bottoms, which feed on to belt conveyors deliver-— 
ing the stone into an elevator for unloading on shore. Fig. 3 shows a 
tunnel gate from the stock pile and part of the belt conveyor. Fig. 4 
shows four conveyors discharging simultaneously into the freighter. 
Fig. 5 illustrates the distribution of limestone shipments; especially 
interesting as showing the advantages of location. Although limestone 
is not always found where most desired, engineering ability will find a 
way to make it available at the points where needed. ‘The distribution 
as indicated is ample evidence that this company has effectively solved 
its problem. 
DEVELOPMENT 


Contemporaneous with the plans and selection of the plant and 
equipment must be the plans for development, so that when all units 
are installed the property will be in shape for production. Among 
other things, the following must be decided: Whether several small 
working faces should be provided at the quarry, or dependence be placed 
upon one large opening. Whether the tracks for the transportation of 
stone should be arranged parallel to the face of the quarry, or in fingers 
radiating from the main artery. Whether the overburden should be 
stripped extensively beyond the working face, with the problem of its 
disposal, or taken care of in the plant by washing. 

Each plan has its own engineering problems, but the method and 
cost of the development are the important ones, for the development 
outlay becomes an initial capital expense and must be provided for 
before recovery is possible through sales of product. 


OPERATION 


Although the work is practically of a routine nature, engineering 
skill is as essential also throughout a successful operating career. 
Changes and additions are continually taking place; new plans in trans- 
portation, new markets, competition and new problems of every nature 
must be met. 


DISCUSSION 


W. C. Puaten, New York, N. Y. (written discussion).—It is quite 
generally conceded that first-class limestone properties, well located with 
respect to markets, are becoming scarcer. The farther afield industries 
must go for this commodity, the more expensive the transportation to 
points of consumption ; these differences in cost must be made up, in part 
at least, by cutting cost of production by various means. Among the 
latter fe employment of skilled engineering talent, at least in a consult- 
ing capacity at the outset, is the most obvious. 


5 
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c The conditions of distribution from fields on the Great Lakes are 
unique in that boats returning to the centers of limestone production 
generally carry coal; thus greatly reducing transportation charges. 

Underground mining of limestone is engaging the attention of some 
producers and consumers. A very important industry on the Ohio River, 
where the surface supply of stone gave out entirely, was saved for years 
to come by turning to an underground supply, where the problem is 
essentially that of mining. Doubtless, examples of this kind could be 
multipled. It is of interest to note, from one of the papers submitted, 
that the proportion of stone mined to that quarried from the surface has 
reached 6 per cent. The stone so mined must represent a high-grade 
article. 

: When selecting properties for investigation and in their subsequent 
development and operation, the engineer or quarryman needs the services 
of the capable geologist, especially during the early stages of the work. 
Much valuable time and useless experiment may thus be saved. Over a 
wide range of territory in the Eastern States, first-class stone is quite 
restricted in its geologic occurrence. The experienced geologist knows 
where these horizons are located, and therefore where first to look or 
rather what territory to eliminate at the outset. In the selection of 
limestone for industrial purposes, and in studying marble deposits, the 
well balanced coéperation of geologist and engineer is just as important 
as in working a lead-zine or copper deposit. The investor may well 
look to such codperative work as a distinct economy in the long run. 


Joun Ricr,* Easton, Pa.—This paper seems to deal entirely with the 
question of limestone production as contrasted to mineral deposits of all 
kinds, whether of chemical or of metallic value. The mineral aggregate 
used in the United States is probably about 200,000,000 or 300,000,000 
tons a year, including limestone and stone for other purposes, but there is 
a large field of quarrying entirely aside from limestone proper. One very 
essential use is railroad ballast and road building, which have an enormous 
tonnage in this country. 

One of the newest developments is the distribution by trucks, which 
is getting to be very important. One quarry of ours now handles about 
600 tons a day by truck, in addition to its railroad distribution. 

The selling price of crushed stone is much more of a problem than is 
the selling of flux because the units of sale are frequently smaller. The 
selling problem is not an engineering one but engineering phases materi- 
ally enter into it, especially the screening of the product, recrushing 
unmarketable sizes, storage and recovering. There are few data 
regarding the problem of screening in the crushed-stone or any other 


* President, The General Crushed Stone Co. 
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business, unless it be coal. Another feature, which may not be so 
applicable to limestone itself, is the disappearance of the market. 

The average life of a quarry is more or less of an unknown quantity 
but, in relation to taxation, it has become a serious problem; we are still 
discussing with the Government the question of amortization in our 1917 
tax report. Its representatives are back now for the fourth survey of 
our values, to determine whether we should depreciate our properties 
on the common-sense basis of the difference between the original cost 
and the salvage value and distribute that over the life of the operation 
or whether individual items of the capital account shall be depreciated 
according to an arbitrary scale, independent of the life of the operation. 
That is an engineering and accounting problem. Here the real problemis, 
how long is the operation going to last? The engineer can help to deter- 
mine what is fair under those circumstances. 

The arithmetical problems involved in the formula given are not 
clear to me. By making certain substitutions in that formula, I can 
get some relationship between the formula and the table on the opposite 
page. However, the question of determining how much of a plant invest- 
ment is justified to the extent of going into the most minute considerations 
of compound interest, is not nearly as important nor as uncertain as 
the margin of profit which can be made if the investment is made. Iam 
willing to take any engineer’s report if he can guess within 10 per cent. of 
of the profit of the undertaking, as affected by operating costs and life, 
without worrying about the compound interest on the sinking fund. It 
is necessary to know what you can do with your investment after you 
get it. These refinements tend to discourage the practical men from 
considering the engineer’s points of view. 


SamuEL M. Swauucross,* Bellefonte, Pa.—I agree with that last 
statement. If an estimate is within 10 per cent., plus or minus, I con- 
sider it very good. There is very little opportunity for a mining engineer 
to become connected with a limestone plant, if he is a mining engineer 
only. Consultants are necessary at times and are employed quite 
extensively, but an engineer in the limestone industry must be not only 
a mining engineer, for those plants that have mines, but a high-grade 
mechanical engineer, electrical engineer, heat engineer, and chemist. It 
is a jack-of-all trades that meets our requirements to the greatest extent. 
The limestone industry has not progressed to the point where we can 
afford permanent high-grade specialists in the professions mentioned. 


OtiverR Bow es, New Brunswick, N. J—In determining the profit 
or loss in any proposed limestone enterprise, one factor is usually less 
uncertain than in metallic orebodies, namely the extent and quality of 


* General Manager, American Lime and Stone Co. 
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the orebody. Metallic ore-vein reserves are estimated, in a general way, 
from prospect drill holes, but there is always uncertainty through the 
danger of pinching out, the occurrence of barren rock in the veins, or 
other contingencies. The limestone orebody is usually a well-defined 
sedimentary bed of fairly uniform composition and uniform thickness. 
Thus, with a limited amount of prospect drilling, the operator may esti- 
mate with practical certainty the reserve tonnage of rock, which in this 
instance is the pay ore. At the mine of the American Lime and Stone 
Co. at Bellefonte, Pa., a limestone 98 per cent. pure lies in a bed 77 ft. 
thick dipping at an angle of 52° at the surface. This bed extends for 
miles with little variation either in thickness or in chemical composition, 
so that the ore reserve was known to a practical certainty before mining 
was begun. 

How to determine the value of a limestone in place and the relation of 
this factor to other factors on which the success or failure of a limestone 
enterprise depends are points on which the author may be able to give 
further information. : 


NatHan C. Rockwoop,* Chicago, Ill—This paper gives a simple 
illustration of approximating the value of a limestone property, also a 
brief description of the largest limestone quarrying operation in the world. 
There is one vast difference between such mining operations as mining 
engineers are familiar with and a limestone, or any other, quarry operation. 
With limestone, one is not dealing with a material that has a fairly uni- 
form value throughout the world, which is bought and sold through 
national and international exchanges; rather, he is dealing with some- 
thing having a value that may vary from nothing to several dollars a 
ton, depending on how essential it is to some local industry. 

It is the life of the market far more than the life of the deposit that 
determines the value of the deposit and the feasibility of developing it. 
The prospective producer of limestone must see with reasonable assur- 
ance a market within 200 miles of his plant and he is far less concerned 
as to whether his deposit will last than as to whether his market will last. 
In western New England there are many deposits of fine limestone, the 
principal use for which is in the manufacture of chemical lime used by 
paper mills, tanneries, and textile mills. We are safe in Assuming that 
each and all of these industries have passed their peak in New England 
and are on the decline; therefore, the limestone deposits of New England 
will far outlast the life of only the industries they can serve with profit; 
and their present value may never be exceeded. When the paper mills, 
tanneries, and textile mills move to locations nearer sources of raw 
materials, limestone deposits of good enough quality to meet their needs 


will always be found nearby. 


* Editor-Manager, Rock Products. 
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Again, a quarry may be developed and a crushing plant erected, at a 
cost of several hundred thousand dollars, to produce stone that it is 
estimated will be required to build a system of paved roads within a 150- 
mile radius of the plant. The road-building program may be limited 
to a life of 10 years; in which case 10 years is the only safe limit to the 
life of the quarry operation, for it may be so situated that it will not be 
able to reach any other market in competition with more favorably 
located plants. 

The point of this discussion is that any consideration of a quarry devel- 
opment that does not place local market possibilities ahead of all other 
factors in the problem does not reach the real heart of the quarry industry 
either from an engineering or an economic point of view. 


Grorce Minurron,* West Winfield, Pa. (written discussion).—The 
first limestone mine in the United States was developed at West Winfield, 
Butler Co., Pa., in 1894. The mining of limestone was a radical depar- 
ture from the accepted method of winning this material and experienced 
operators saw nothing but disaster in store for this new venture. To 
F. W. McKee, owner and operator of the limestone quarries at West 
Winfield at that time, is due the credit of originating the idea of mining 
limestone. He operated the mine in conjunction with his open quarries 
until 1899, when his limestone interests were taken over by A. G. Morris, 
under whose management more attention was given to the mining pro- 
ject. In 1902, the mine was producing 400 tons of limestone daily and 
in 1906 was producing 600 tons. 

In 1910, Mr. Morris turned over his limestone interests at West 
Winfield to the Pittsburgh Limestone Co., which approached the mining 
problem with considerable caution. The operation of the West Winfield 
mine proved that limestone mining was practicable and possessed many 
advantageous operating features. 

The limestone measure is known geologically as the Vanport Ferrif- 
erous. It is a flat-lying measure and varies in thickness from 10 to 
22 ft. It is massive in formation and has well-defined horizontal 
cleavage. 

From the small venture at West Winfield in 1894, eight mines have 
evolved with an annual production in excess of 2,000,000 gross tons of 
limestone; 90 per cent. of this tonnage is consumed by furnaces in the 
Pittsburgh district and the cement mill at Universal, Pa. 

Most of the properties are operated under long-term leases on a 
royalty basis. The royalty paid the landowner varies from 1 to 2 cents 
per gross ton. An advance royalty of $1 per acre is paid until the tonnage 
mined from his property exceeds the accrued advanced royalty. 


* General Superintendent, Limestone Mines, Pittsburgh Limestone Co. 
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The mining properties vary in size from 1000 to 3000 acres. The 
properties are surveyed and mapped. Diamond drilling, supplemented 
by churn drilling, tends to prove the chemical content and continuity of 
the limestone throughout the property. Elevations are taken on all 
outcrops, diamond- and churn-drill tests. @rom these data, the mine 
map is.projected. Keeping in mind the life of the proposed mine, care 
is taken to secure grades favorable to haulage and drainage. 

The original practice was to drive entries 40 ft. wide and rooms 60 
to 80 ft. wide. This method required considerable timber to support the 
roof. Two main entries were driven parallel and cross entries were 
driven off right and left from main entries at 500-ft. intervals; 50-ft. 
pillars were left between main entries and the first room turned from 
cross entries. Present practice is to drive main entries 25 ft. wide and 
rooms 35 ft. wide. Main-entry pillars are carried 30 ft. wide and cross- 
entry and room pillars 20 ft. wide. This practice renders the use of 
timber almost negligible. About 4 ft. of limestone is left to form the 
roof. This is in two layers of limestone; the top layer is 28 in. and the 
bottom layer 20 in. thick. This thickness of the roof layers obtains 
where the entire measure has a thickness of 22 ft. Where the 
measure diminishes in thickness, the roof layers diminish in thickness 
proportionately. 

When opening a mine, the outcrop stone is removed by open-quarry 
methods until the overburden has attained a height of 30 to 40 ft. The 
maximum overburden in this district is 325 ft. 

Two methods of mining are in vogue. In hand loading, a 3-ft. bench 
is carried on the bottom of the measure, a 6-ft. breast stope, and a 4- 
to 8-ft. overhand stope. The varying thickness of the overhand stope is 
due to the varying thickness of the measure. The limestone is underlaid 
by shale. Where the overburden is heavy, the limestone does not part 
readily from the shale; the result is a rough floor to shovel on and the 
broken shale becomes mixed with the limestone, thereby increasing the 
silica content of the stone. This difficulty is obviated by leaving 
the 3-ft. bench. The bench is mined by drilling vertical holes. Where 
the loading is accomplished by power shovels, the entire measure is 
mined as a breast stope. 

Waugh Model 21 and Ingersoll-Leyner No. 248 drills mounted on 
tripods are used in breast drilling, Jackhamer type drills are used for 
bench drilling, and Waugh and Ingersoll stopers are used for the over- 
hand stope drilling. In breast drilling, the angle system of drilling is 
practiced. The maximum depth of hole drilled is 14 ft. Round hollow 
drill steel, 114 in., is used on the Waugh Model 21 and the Ingersoll- 
Leyner 248 with lugged shanks and four-point McClellan and hollow- 
center double-chisel bits. The starter bit is 214 in. diameter, with a 


1/¢-in. drop on 30-in. change. On the Jackhamer type drills for bench 
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and secondary drilling 7-in. hollow hexagon steel is used and 7¢-in. solid 
hexagon steel on the stopers. One foot of drilling is required to pro- 
duce 1 ton of stone. Averages of 150 ft. per 9-hr. shift have been 
maintained by the Waugh Model 21 and the Ingersoll-Leyner No. 248. 

Tests and practice have proved gelatin dynamite to be the best 
explosive for this class of mining; 30-, 40-, and 60-per cent. strengths are 
used. All primary blasts are detonated by No. 8 electric fuses. Where 
the mine is not wired for electricity, a hand-operated blasting machine is 
used; when mines are wired for electricity the current is used. Enclosed 
switches are provided for the various section of mine and are located 
800 ft. from the working face. These are locked and so constructed that 
the door to the switch cannot be closed until contact with the firing line 
is broken. No. 14 solid-rubber covered wire is used for the blasting 
circuit. Joints are soldered and taped and porcelain insulators attached 
to wood supports inserted in holes drilled in the ribs support the wire. 
Secondary blasting is accomplished by the use of fuse and No. 8 blasting 
caps. 

Hand loading is done on a contract basis at a fixed price per ton; 
two men are worked ina room. Hand loaders average 30 tons per 9-hr. 
shift. Osgood Model 21 and Marion Model 25 shovels driven by com- 
pressed air are used extensively in the various mines. The Osgood shovels 
are equipped with 34-yd. dippers and the Marion with 1l-yd. dippers. 
The Marion shovels require 14 ft. of headroom and can operate in workings 
25 ft. wide. The Osgood shovel, when fitted with a 12-ft. boom and a 6- 
ft. dipper stitch can operate in 121% ft. headroom, but requires 25 ft. width 
to swing. The Osgood shovels have caterpillar traction and the Marion 
shovels wheel traction. The Osgood shovels average 400 tons per 
9-hr. shift and the Marion shovels 600 tons per shift. The Osgood 
shovel requires one shovelman and one ground man; the Marion shovel 
requires one shovelman, one craneman, and one ground man. The 
shovels require 500 cu. ft. of free air per minute. 

The standard track gage is 36 in.; main haulage roads are laid with 60- 
Ib. rail and 6 in. by 8 in. by 5 ft. ties; 40-lb. rail and 4 in. by 6 in. by 5 ft. 
ties are used in the rooms. No. 4 turnouts are used on the main haulage 
and No. 3 turnouts on the room haulage. The mine cars are steel end- 
dump fitted with 18-in. wheels, 214-in. round axles, 28-in. wheelbase, 
and have a live load capacity of 5 tons. Electric and gasoline mine 
locomotives are used on the main hauls, mules and small gasoline loco- 
motives (3 to 4 tons capacity) gather the loads from the working faces to 
the main gathering stations. The gasoline locomotives in service on main 
haulage vary from 10 to 15 tons. Gasoline locomotives have the advan- 
tage that they can be installed more quickly and cheaply than electric 
locomotives; but they are more expensive in upkeep and breakdowns which 
interrupt production. To overcome production interruptions an extra 
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unit is necessary. The greatest objection is the contamination of 
the mine air by the obnoxious gases from the exhaust. The ideal mine 
haulage installation is electric trolley locomotive for main hauls and 
storage-battery or combination trolley and storage-battery locomotives 
for gathering. é 

Natural ventilation is generally relied on; and when the mine is 
operated on one shift only, no trouble is experienced. All primary blast- 
ing is done at the end of the shift, when all the miners are out of the mine 
except those in charge of the blasting. The interval between shifts gives 
the smoke and fumes from blasting ample time to dissipate. Two mines 
are ventilated mechanically. Considerable trouble is encountered in 
keeping the brattices in repair, because of the heavy concussion caused 
by the primary blasts. 

Limestone mining is applicable to areas where the overburden is too 
heavy for profitable open quarry operation and the product must be free 
from material foreign to the measure. Mines possess a strong advantage 
over Open quarries in that weather conditions do not interfere with pro- 
duction. The average temperature in a limestone mine is 55° and in 
severe winter weather the fluctuation will not exceed 5°. 
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Manganiferous Iron Ores of Cuyuna District, Minnesota 


By Cart Zaprre,* BRAINERD, MINN. 


(New York Meeting, February, 1925) 


A rts in less than ten years from obscurity into great prominence 
economically, tersely summarizes the history and status of the Cuyuna 
manganiferous iron ores. 

The Cuyuna district produces and ships mostly high-phosphorus 
iron ore, but the annual production of manganiferous iron ore is increas- 
ing rapidly and productions from individual mines are becoming more 
regular and more dependable as to grades and tonnages. This ore bids 
fair to become, shortly, the principal product of the district and is 
responsible for its present economic prominence. 

The iron ores of the district have been described, by the author and 
others, in many publications and will not be discussed here. Lately the 
manganiferous iron ores have been given some attention, but the range 
and variations of chemical composition of the ores, the principal physical 
characteristics of the ores and their deposits, the relative importance of 
the different ores and their possibilities in future developments, and the 
life of the respective reserves have not been discussed. It is impossible 
to give all of this information with the positiveness necessary for it to 
constitute a reliable guide for investment or even for future mine develop- 
ment: Each property and each party presents a special case and deserves 
critical consideration. We are dealing with special ores and always with 
a set of new conditions. Sufficient information of a general nature can 
be given, however, to indicate the reason for and the trend of the presently 
augmented developments in the district. 

In a great thickness of a big variety of sedimentary rocks, probably of 
Upper Huronion age, prevailingly of green, schistose phases of slaty and 
volcanic material intricately intermixed, lies a thin bed containing 
lenses of iron-bearing formation. These lenses occur singly or in 
groups, thus causing the variation in the thickness of the formation; 
or they are separated at their ends and give rise to discontinuity or they 
overlap and display continuity with lateral offsets. Intense folding has 
added to the complications. 


* Geologist, Northern Pacific Railway. 
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Generally a lens is tilted at a high angle and appears as a long single 
band. In a few places, these steeply dipping beds have been bent upward 
again and are pressed against themselves and duplicate the first beds in 
every respect; in other places the beds, though bent upward, are separated 
and the formation occurs at the rock surface in small rolls and then 
abruptly descends again as a single bed; or the bed may once have 
extended above the present surface but. that part has long since been 
eroded and in its place appears now’ the green schistose rock that 
originally occurred underneath it. Folding, therefore, accounts mostly 
for the greater widths of formation. 

Within these lenses of formation are the ore deposits, which are 
distinctly a secondary enrichment by meteoric waters, beginning at the 
rock surface and proceeding downward. The shapes of the deposits are 
determined largely by the shape of the inclosing lens of ore-bearing 
formation, wherefore the ore deposits tend to be long and narrow 
in the single lenses and broad and shallow in the flatter lenses. In 
recent years a few deposits, because a little wider than ordinarily and 
because the overlying glacial drift was not too deep and was easily 
removed, were developed as open-pit mines. Underground mines are 
the more numerous. 

It may be concluded that during the time of deposition conditions 
must have been favorable for the formation of both iron carbonate and 
manganese carbonate, although not necessarily at the same time or in 
the same places, as is evidenced by the preponderance of manganiferous 
material in one territory to its exclusion in another, and the many 
different relationships where iron ore and manganiferous ore exist 
together. The opinion is becoming more prevalent that much of the 
manganiferous ore is a replacement of iron ore. The ores represent 
quite a variety of hydrous oxides. : 

The district is large in area and ore has been found in many places. 
At present, the manganiferous ores are being taken from the part known 
as the North Range, centering around Ironton, Riverton, Trommald, 


and Crosby. 
Two CLASSES OF ORE 


The investigator must recognize at the outset that there are two kinds 
of manganiferous iron ores. The most important basis for a grouping is 
chemical composition, which determines different uses for the two kinds 
of ores. ‘This division is easy to make because the ores are high or low 
in phosphorus and silica, and variable in the content of manganese and 
iron. In the deposits, the combinations are either high-phosphorus and 
low-silica or low-phosphorus and_ high-silica, the latter combination 
usually carrying the greater manganese content and the less moisture. 


374.  MANGANIFEROUS IRON ORES OF CUYUNA DISTRICT, MINNESOTA 


The ores may be grouped according to color. The Cuyuna ores are 
inherently a mixture of iron and manganese; the color suggests the 
probable content of the manganese, the color becoming darker and blacker 
as manganese increases. No “straight”? manganese ore exists, barring 
specimen samples; Cuyuna ores are known as manganiferous iron ores 
and the unadulterated black color does not exist. Representative piles 
of ore range from brownish-black or greenish-black, for the low-phos- 
phorus ore, to various shades of brown, for the high-phosphorus ore. The 
color is quite as determinative as is the chemical analysis and, for con- 
venience, it is usual to speak of the ores as brown or black. The darker 
the color, the higher is the manganese content; and whereas the black 
ores are the better ores in this respect, it is more significant that black 
denotes low-phosphorus and high-silica. 

To date, the black ores have always been found in narrow bands; the 
lenses are numerous but short and small tonnages are the rule. Most of 
the mines from which they were produced are now idle but the deposits 
have not been exhausted. Extraction has been, characteristically, by 
underground methods. On the other hand, the brown ores constitute 
deposits of large tonnage, are often associated with large quantities of 
iron ore, and generally are possible of extraction by open-pit methods. 
Although it is not accurate to say that the classification can be extended 
to embrace even the method of mining as a basis, the greater part of the 
brown ore is mined in open pits. 

In the Cuyuna-Mille Lacs property is a well-defined layer of black 
ore in the midst of a large red and brown manganiferous formation. 
An underground mine was started in 1912; at first, the property was not 
developed for the purpose of extracting this black ore, but when the war 
was begun, in 1914, it immediately became the sole product. This was 
the first mine of its kind to attract attention; it became idle in 1919. In 
1923, extensive drilling demonstrated the presence of much typical brown 
ore on another part of the property and showed possibilities for an 
open-pit operation. The production of black ore from the shaft and the 
old Cuyuna-Mille Lacs deposit may be at end and the production of 
brown ores from an open-pit may follow and predominate. The property 
has been renamed Louise. That represents the closest association of 
these two ores on a large scale on one property, but it is not a gradation 
of the two kinds of ore. 

So far no intermediate class has been found. The Hopkins mine, 
operated for a short time in 1918, produced the two kinds of ore from two 
widely separated pockets; the ores were mixed when hoisted and mixed 
again when shipped, so that to one who has seen the ore in the cars or who 
may now examine only the cargo analyses, this may seem to be an incor- 
rect statement. Somewhat similar situations have occurred elsewhere. 
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Even iron ore has been mixed with manganiferous ore, which obviously 
alters the appearance and the analyses. 


DIsTRIBUTION OF ORES IN Deposits 
? 


The relative position of the black and brown ores with reference to 
the top or bottom of the ore-bearing formation, or in the main geological 
horizon, is open to debate. Much is conjectural and, from a practical 
standpoint, it may remain go. 

In one small area the black ores predominate almost to the exclusion 
of the brown ores; while in asmall area several miles away a little black ore 
occurs in the midst of much brown ore. 

The brown ores are distributed throughout the presently productive 
part of the district. They have been mined, for the most part, from 
deposits that also contain iron ore. In only a few of the reliable mines 
has the ore produced been prevailingly the manganiferous iron ore. Some 
mines gained prominence from the production of manganiferous ore when, 
in fact, iron ore was the principal product; or were it not for the iron ore 
in the deposit, a large mining operation would have been impossible. 
The large reserve tonnage of brown ore in several mines would justify 
considering those mines primarily for their manganiferous ores. 

In some iron ore mines, like the Meacham and Armour No. 1, the 

associated manganiferous ore is persistently along the foot wall; in others, 
- like the Huntington, it is along the hanging wall; while in still others, like 
the Armour No. 2 and Hillcrest, it occurs in the midst of the deposit. 
Each property is a special case. To classify as to distribution is of little 
economic value. What, with little development, in the early days was 
considered an erratic or irregular occurrence is substantiated today, as 
well as magnified, by the greater development. 


PERIODS OF DOMINANCE OF BLACK AND BROWN ORES 


Each class of ore has been dominant at certain times. The first ship- 
ment of manganiferous iron ore was made in 1913; it amounted to 24,434 
tons and was used in an experimental way and in small lots. In 1914, 
the European war excluded importations of manganese ores and alloys 
that had been dependable for decades. Furnace operators demanded 
substitutes approximating the usual foreign supplies and found the 
Cuyuna black ores thenearest to these. Under the stress of the times, the 
increased demand for iron and steel and the consequent industrial 
expansion, many black-ore properties were developed. This, in turn, 
created a larger output from the existing mines, brought into being many 
underground operations, and brought black-ore deposits into prominence. 
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With the close of the war, these low-phosphorus ore substitutes were 
no longer desired, so the mines were shut down. Although these ores 
were produced and accepted under periods of stress and were rejected 
when the situation changed, they gave impetus to new ideas among 
consumers of ore, and the use of manganiferous iron ores in every-day 
furnace practice and the making of high-manganese pig iron became 
established facts. But since 1919, the adoption of the practice apparently 
was based on the condition that the ores should be low in silica content, 
available in large quantities, produced with regularity, and with little or 
no variation in composition, for that is the present status at the producing 
mines. That excluded the black ores and opened the field widely for 
the brown ores. 

Since that date, the development of open-pit mines on brown-ore 
deposits and the production from established underground iron-ore mines 
where these brown ores are abundant have progressed with increasing 
speed. It will require another season or two before the present known 
properties or mines will be developed to their best operating possibilities, 
and because of the greatly increased demand for these ores the annual 
production of manganiferous iron ores will exceed the annual production 
of the ordinary Cuyuna iron ores. 


PRODUCTION 


Production figures have been variously reported because of the 
different classifications made by statisticians regarding the content of 
manganese that constitutes the division between iron ores and manganif- 
erous iron ores. According to a division made on the basis that these 
ores were produced separately and used specially (and not according to a 
division made on a basis of setting up some arbitrary content of manga- 
nese), the production for the Cuyuna district totals 4,735,806 tons as of 
Dec. 31, 1923; the greatest annual total production was 963,853 tons, - 
in 1918. 

Actual production of black ore ceased in 1918, but the accumulated 
ores at the mines were gradually acquired in the following years and, in 
1923, the last of such old ores was shipped from the stock pile at the 
Cuyuna-Mille Lacs mine. If more such ore is desired, idle or abandoned 
mines must be restored or new ones developed. The total quantity of 
black ore shipped was 1,121,373 tons. 

The production of brown ore began early by necessity of removal and 
not because of use for the ore; for instance, in the Armour No. 2 mine, an 
established iron ore mine, some brown ore was encountered with the iron 
ore and had to be taken out but it was not shipped immediately. The 
ore was not desired, but substantial shipments were made in 1916 and 
have continued each year since. For the district, a big slump occurred 
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in 1919, 1920, and 1921, but shipments increased greatly in 1922 and 
1923. Judging by the parties using these ores and the open-pit develop- 
ments now in progress, resulting from the growing demand for this ore, if 
business conditions in the industry had remained good, it is not unlikely 
that the 1924 shipment of this ore would hawe approximated 1,200,000 
tons. At the present writing, perhaps not over 700,000 tons will 
be shipped. P 


CHEMICAL COMPOSITION 


An idea of the composition of these ores may be obtained by examining 
published analyses, either those recorded in ore sales books of selling 
agencies or those in the annual publications of the Lake Superior Iron Ore 
Association. To illustrate the compositions and variations, a few 
analyses, representing different years and different deposits, are presented 
in Tables 1 and 2 for some properties that may be deemed typical. 


TaBLE 1.—Season Analyses Typifying Various Black Ores 
| 
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Mangan No. 1,crude........| 36 | 0.18 | 22 £32950 89-10 
Mangan No. 1, hand picked..| 33 0.13 17 17 | 2.50] 9-10 


The moisture content for brown ores is notably variable, more so 
than is indicated by the analyses in Table 2. These ores might be 
divided into high- and low-moisture ores. Not uncommonly brown ores 
mined from deposits that are primarily operated for their iron ore show the 
lower moisture contents; such ores also are invariably lower in alumina. 
The manganiferous ores from the Mahnomen pit were crushed and 
washed in 1923, thereby reducing the alumina and moisture contents; but 
in 1924 the ores were only crushed. The ores from the Sagamore pit, 
probably the wettest ores now mined, are dried to reduce the moisture; 
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TasBLE 2.—Season Analyses Typifying Various Brown Ores 
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@ Washed ores, 1923. 

> Dried ores, expected analyses for 1924. 
compared with ores from other mines the dry alumina content is high. 
The conditions suggest a close relationship between high alumina and high 
moisture. A sintering plant has been erected on thegOberg-Evergreen 
property to treat brown ores that will be obtained from that property 
in 1925. In 1924, a small tonnage of manganiferous ore from the Wearne 
pit was used and a sinter produced that has an excellent physical struc- 
ture. Sintering drives out all the water and burns up the material 
usually reported as “loss by ignition.” Every effort is being made in 
the district to give the trade a desirable product. 

The black ores are low in alumina and moisture and frequently are 
lumpy. The black ores mined have shown much impregnated vein 
quartz, and hand-picking was always undertaken when these ores were 
mined; in addition, the ores are associated and intermingled with a 
parent rock containing iron silicates that contribute much of the silica. 
Some of these ores show a greenish cast because of that leaner material. 
Because of this intimate association of the silica with the iron and the 
manganese, it will be impossible to apply at the mine any known process 
of separation that will reduce the silica content. 
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It seems that for a while the trade will have to adapt itself to the use 
of the brown ores quite as they are known today, which may be said to 
have an average composition of 41 to 46 per cent. iron, 0.25 to 0.3 per 
cent. phosphorus, 4.50 to 9 per cent. silica, 5 to 12 per cent. manganese, 
and 3 to 4.5 per cent. alumina, excluding special grading to meet rare 
requirements. The average manganese content of all ores shipped will 
approximate 8 to 10 per cent. There is a tendency now to produce two 
grades, an 8 and a 10 percent. If higher manganese is desired, some of 
the brown-ore mines can produce small tonnages. If lower phosphorus is 
desired, recourse must be had to a deposit of high-silica (black) ore ; as 
these ores are costly to produce, their production will be deferred 
for some years. 


RESERVES AND FuTuRE PossIBILITIES 


Most of the drilling in the Cuyuna district was conducted vigorously 
in the earliest years; since then few properties have been subjected to 
intensive exploration. In that earlier period, manganiferous ore was 
deemed undesirable and drills were placed to avoid it. Many properties 
are known to contain some manganiferous ores. The present tendency 
is to strengthen known or developed properties by extending the mine 
developments, and by acquiring adjoining parcels and increasing the 
magnitude of the existing operation. Another reason for not developing 
new tonnages, in later years, was to avoid creating burdensome taxation 
for idle properties. For that reason it is better to wait until the ore is 
desired and then test the possibilities of the numerous prospects. 

Lack of explorations makes it impossible to formulate tonnages accu- 
rately for the entire field. The production record of mines that produced 
black ores shows a very small average annual output per mine. There 
are about a dozen properties that could be developed or restored. The 
average production for each of a number would hardly exceed 50,000 tons 
per year, because of the small sizes of the known deposits, and a few would 
not be much more than a clean-up scram. From a standpoint of 
reserves, they may be estimated to be the equivalent of about one-eighth 
of the brown-ore reserves. 

The brown-ore deposits now being operated are in a state of develop- 


ment suitable for accurate estimating. They are generally well known, 


and are of a magnitude that enables a fairly close estimate to be made of 
the tonnage where explorations are perhaps inadequate. The largest 
producers ship, on an average, several hundred thousand tons per year; 
the smallest 50,000 to 100,000 tons; and others about 150,000 tons. 
Had the early prediction of production of 1,200,000 tons for 1924 been 
fulfilled, the average shipment this year for all mines would have been 
between 150,000 and 200,000 tons. The maximum annual production 
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of the Mahnomen mine has almost reached 400,000 tons. The Sagamore 
mine has been studied by various careful investigators, and it is the 
opinion of the author that, including all ores, all present consumers of 
Cuyuna manganiferous ores can be supplied from this one mine for 
many years. This mine has not been operated to capacity nor is it 
fully developed; it could produce over 4000 tons per day and easily 
deliver 700,000 tons per year. 

Obviously the future will bring with it a greater consumption of these 
ores, as it has done in all important lines in the industry. Such demand 
will be met by a greater development of new tonnages. Consumers may 
become less exacting in their requirements, especially when the only 
available supplies of a raw product are not always up to desired require- 
ments, as we understand them today. Without trying to see too far into 
the future, the conclusion seems inescapable that after making due allow- 
ance for increases in consumption and analytical requirements, consumers 
are amply protected for fifteen years at least with suitable ores produced in 
large amounts and at reasonable costs. This does not mean that the 
Cuyuna ores will be exhausted at that time, but the rapid comprehensive 
changes that now take place in a few years in the iron and steel industry 
hardly warrant our seeking further into the future of a commodity, like 
manganiferous iron ore, that is just making headway. Such ores 
undoubtedly will be available and will be mined for thirty years or more, 
but the guarantees required and costs may differ, explorations may 
bring to light new ores, different mixing may be resorted to, and by other 
practices the life of the deposits extended materially; for such a time our 
present standards cannot form a reliable guide. 

The reserves of iron ore in the Lake Superior region are known quite 
well, and at a stipulated rate of consumption the approximate life of the 
reserves can be estimated. Each year new material will be made avail- 
able. ‘Twenty years from now ores high in silica will be used, either in 
crude form or after having been subjected to some beneficiating process. 
Every such effort will add greatly to the available reserve tonnage and 
extend the life beyond our first calculation. 

The Cuyuna district. possesses more manganiferous iron ores than all 
the rest of the country; but although required in smaller amounts 
than iron ores the supply is not so great that it will outlast our iron ore 
resources. ‘The reserves of manganiferous iron ores in the Cuyuna 
district are not as well known as they should be. In many areas, the 
presence of such ores, where not mined now, are indicated either by 
holes that were drilled in search for iron ore or by abandoned shafts 
started during the war. The demand for high-manganese low-phos- 
phorus ores during the war and for low-silica high-phosphorus ores since 
the war has created a sort of stalemate for the one ore and an unprece- 
dented rush in production for the other, and explorations are halted. 
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Everything relating to the brown ores is momentarily a standard of meas- 
urement for comparison, and that is not sufficient for purposes involving 
the future. 

Manganiferous pig iron is a special pig iron. The alloy ferro- 
manganese contains about 80 per cent. manganese; spiegeleisen contains 
about 20° per cent. (16 per cent. during the war); and manganiferous 
pig iron may be said to contain between 4 and 10.per cent. No alloy can 
be made unless the proper relation between manganese and iron exists 
in the ore; therefore, after allowing for the heavy losses of manganese in 
smelting ores, like Cuyuna ores, containing from 8 to 10 per cent. man- 
ganese on the average, are usable only for making high-manganese pig 
iron. Manganiferous pig iron cannot be used instead of ferromanganese 
or splegeleisen. 

The use of manganiferous pig iron is rapidly gaining favor and it 
appears to be one of the most important recent advances in metallurgy 
where the raw products are involved. Undoubtedly increased adoption 
of the practice, rather than retardation, will be the rule. The assured 
increase in reserves of iron ore will be of greater proportion than increases 
in reserves of Cuyuna manganiferous iron ores if only such kinds as are 
' now classed as available reserves are taken into consideration. A plausi- 
ble conclusion is that the present reserves of such manganiferous ores are 
not big enough for the requirements of the Lake Superior reserves of iron 
ore likely to be available twenty years hence. 

That conclusion is faulty because the comparison is between an ore 
that is well investigated and with suitable beneficiation established and 
an ore that is without either. For the iron ores we allow tremendous 
increases in tonnage as the result of beneficiation; but for the manganif- 
erous ores no allowance is made for changes in practices, nor is explora- 
tion of properties as complete as for the iron ores. 

Reference has been made herein regarding an ore intermediate between 
the brown and black ores, and the statement was made that none was 
known. There is a third class, however; it constitutes the material 
rejected today because too high in silica. The eventual necessity of 
resorting to high-silica manganiferous ores will become just as urgent as in 
the case of iron ore. Because the black ores are usually associated with 
large widths of siliceous manganiferous formation, conditions are favorable 
for the development of large open pits on it and enable low mining costs 
to be obtained. The ore produced, if we may call it that, will be higher 
in manganese than is the present brown ore. Also, that material will 
be low in phosphorus, alumina, and moisture. In silica it will range 
between 25and 35 percent. Ironand manganese combined will total about 
40 to 45 per cent. dry. In one place alone there is enough such material 
in a continuous band, for a mile or more, to produce a tonnage far in 
excess of any maximum figures now producible for black and brown ore 
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reserves combined. There are other big areas. ‘To some people it may 
seem absurd to refer to or consider material so high in silica, but it is the 
use of manganese and a growing practice that are under consideration 
and twenty years hence something must be offered to replace the rapidly 
depleted brown ores. Due to low-cost mining and the higher manganese 
content this material will not be shunned. It will offer new problems, but 
they will be met. This material will have an advantage in contributing 
more manganese per ton than do the brown ores now being taken eagerly. 

As a matter of good conservation practice, even now some black 
ores might be mined and absorbed with the brown ores shipped and 
thereby consumed in suitable mixtures before mining and absorbing them 
becomes less favorable, except as they may in time become parts of open- 
pit deposits of the high-silica ores just described. 

The Cuyuna district will never rival the Mesabi district from the 
standpoint of tonnage, nor are manganiferous ores needed in the same 
large amounts as are iron ores, but the Cuyuna district is destined to 
become, in a relative sense, as important and essential to the industry 
for its manganiferous iron ores as the Mesabi district has become note- 
worthy for its preponderance of open-pit low-phosphorus iron ores. 


DISCUSSION 


A. K. KnickEeRBOcKER,* Virginia, Minn. (written discussion).— 
The author makes a broad distinction between the “black” ores (the 
higher silica, higher manganese, lower phosphorus, lower alumina, and 
lower moisture ores), and the ‘‘brown”’ ores, or ores with exactly opposite 
characteristics. In a broad way, this color distinction does hold. The 
brown ores are usually limonitic in character and tend to the characteristic 
brown limonitic color. The blacker ores derive their color from their 
increased content of the black manganese oxides; but these colors are 
not entirely indicative. The brown ores vary in. color from blackish- 
brown, to brown, red, and purple, with all their intermediate shades, and 
a similar variance obtains in the black ores. Black denotes high-man- 
ganese, not necessarily either low phosphorus or high silica. In some ore- 
bodies, the blacker the ore the lower is the silica, which in these ores 
exceeding the ordinary content is usually introduced by crisscrossed and 
narrow veins of pure quartz or by a film or matrix of low-grade, siliceous, 
low-manganese ore, of a brownish red which surrounds the varying sized 
lumps of hard, low-silica, high-manganese very black ore. 

The author states that no intermediate class of ore has been found, 
and mentions the Cuyuna Mille-Lacs mine, which has been renamed 
Louise. In this property there are three distinct orebodies, the northern 
of which is “black” ore, the southern ‘‘brown”’ ore; the middle has char- 
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acteristics in alumina, silica, manganese, phosphorus, and moisure inter- 
mediate between those of the two orebodies mentioned by the author. 

The paper may convey the general impression that the preponderance 
in use of the brown ores since the close of the war is due entirely to the 
superior quality of these ores. Nowhere has been brought out, in a 
sufficiently outstanding manner, that the real reason for the supremacy of 
these ores is a lower cost of production. The brown ores, in the mines 
from which production is now coming, lie in such a way that they may 
be attacked by open-pit methods; or they occur with iron ores in 
established underground mines operated primarily for their iron content. 
The black ores so far have been mined by strictly underground methods, 
for themselves only. If the operating conditions of the orebodies were 
reversed, it is reasonable to suppose the black ores would have continued 
to hold the supremacy. The development of open pits on brown ore- 
bodies toward the end of and immediately following the war, forced all 
of the underground mines to close, regardless of whether the ore was brown 
or black. That they will reopen in the future is beyond question; the 
probable date of such reopening depends entirely on the approaching of 
exhaustion of open-pit brown ores. 

Certain it is that if black ores are to be produced in the near future, 
no such silica content as was shipped during the war, as shown by Table 1, 
can be shipped, except in special cases. During the war, because of the 
extreme demand for manganese and a corresponding disregard for other 
elements, mining in at least some of the properties was not confined to the 
orebody itself but extended into the surrounding formation, at all points 
where the formation carried a high manganese content. This is 
thoroughly proved on one property, the underground maps showing slic- 
ing to have been carried far beyond the bounds of the orebody as deter- 
mined by the mine’s own analysis maps. 

The author assumes a great deal when he states that production of 
black ores at the old Cuyuna Mille-Lacs mine (now the Louise) 
“may be at end.” This mine has been producing steadily ever since it 
was reopened in June, 1924. There is no sign that its production Is at 
end. In mining the black ores on this property, the operators are working 
with the idea of staying within the orebody, and letting the high-manga- 
nese, high-silica, manganiferous formation remain until the rather indefi- 
nite date prophesied by the author. Analyses of shipments of the black 
ore from this mine, in 1924, are given in Table 3 to show the character 
of black ore now produced by this property. 

Manganiferous ores are being bought for their manganese content. 
That an ore such as the above is more valuable to the purchaser than the 
average brown ore is evidenced by his willingness to pay more for it. 
He is buying a certain number of tons of metallic manganese, not ore, and 
because of the lessened number of tons of ore required to furnish the 
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TABLE 3,—Analysis of Shipments of Black Ore from Louise Mine in 1924 
Dripp at 212° F. 


Per CEnt. 

37 .02-38.01 
TT OT eee as alia ho Ae ETRE cee cs. gales etertnare. ee a el siege 
IPHOSPROLs sehr ci cra ste ote etnete eae ate t ast eks valploue os Pateistans. ovate en < inbate 0.058-0.081 
STI GES tec CRN aio a PROSE SEE ter ie tec ron dtepne cPazelions’ seco 11.33-10.46 
INGA has nee OW AERERE Ors oct c, cACM OS BI woo O hay Ooks CODER ETC 19.89-17.58 
IN Kopisi Rube eee a eG te Ee uae oie ooLomeincma es seercrocc ikt sche 66 
@ombined metals. cence eee eee eka taae lee sera so omega aye 56.91—-55.59 


metallic manganese necessary, effects a saving on freights, handling 
charges, etc. Taking into account the increased value of these black 
ores, the character and size of the orebody will determine whether or not 
these ores can be produced by underground methods at a cost to compete 
with the lower grade brown ores. 

Because of the insistent demand for a higher general manganese 
content, the black ores have not only a value in themselves—they are 
invaluable for mixing with the brown ores. Their high-manganese con- 
tent increases the general manganese tenor, and as their characteristics 
in all other elements, including moisture, are opposed to those of the 
brown ore, their mixing with the brown ores presents nothing whatever 
that is not of value or of help to the resultant mixture. 


Caru ZAPFFE (author’s reply to discussion).—The purpose of the 
paper, primarily, was to tell about the reserves and the indicated future of 
all the Cuyuna manganiferous iron ores; but to present that information 
in a manner valuable to all interested parties, it was necessary to explain 
first the general situation as to these ores, present and past operations, 
and then to show wherein current adverse opinions about the charac- 
teristics of these ores and their extent had found an origin. Mr. Knicker- 
bocker is interested primarily in the Louise mine, which is only a detail 
in the whole picture, and the points he raises are not exactly appropriate 
in a general treatment. 

He states that some black ores (like brown ores generally) are low in 
silica. Such black ores are, however, insufficient in quantity to con- 
stitute a separate and profitable operation or to sustain an industry; 
therefore, they cannot be considered as of value in establishing a general 
rule when we know definitely that the big bulk of the black ore is high in 
silica. We know also that brown ores high in silica are refused by con- 
sumers; but as the bulk of brown ores is low in silica, they are chosen in 
preference to the black ores, although the ores are generally lower in 
manganese. No ore, regardless of manganese content or cheapness of 
mining, would be mined if the silica were objectionably high. 

It is not true that the low cost of production is the sole factor deter- 
mining the present choice between brown and black ores. The Ports- 
mouth mine is a pit operation on brown ores and should be a low-cost 


= ol ——————— 
DISCUSSION ; 385 


operation, but it has not produced ore for several years; on the other 
hand, the Milford mine is an underground operation and is producing 
heavily, but no iron ore is produced. The Hopkins mine is an under- 
ground operation and produces only manganiferous ore. The Sagamore 
is an open-pit operation in brown ores, but it*has not produced heavily. 

No mine operates exclusively today on black ores. The Louise mine 
is both an underground mine and an open pit. Recently the under- 
ground part has been restored in activity and is producing primarily 
black ore as low in silica as such ore permits, and it is adjacent to some 
marketable iron ore; the open pit is separate therefrom, is just being 
developed, and is on a very large tonnage of brown andiron ore. Between 
the two deposits of manganiferous ores, the bulk of the formation is 
material of a chemical combination not suitable as an ore today, regard- 
less of name applied or method of mining; it is similar to an abundance 
of reserve manganiferous formation for which this district is distinctive. 
I considered it as belonging to the third class named and as constituting 
a future reserve. If it can be mixed with other ores produced from the 
present mine and formed into a desirable chemical composition, it 
becomes immediately available. Such is true of any reserve ore, and 
so does not alter the general situation. 

While certain small tonnages of black ore are being sold, this is 
because the high-manganese content is desired to fill a special need at 
some furnace and, as intimated, undoubtedly a higher price is paid for it. 
The quantity taken is small, but that, too, does not alter the general 
situation; when such ore is needed it will be produced. But it is the low- 
silica brown ore that makes the Cuyuna district distinctive, and it is 
the low silica in the ore that induces consumers today to buy it in 
large quantities. 
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Economics of the Cuyuna Manganiferous Iron Ores 


By C. P. McCormack,* CLEVELAND, OHIO 


(New York Meeting, February, 1925) 


Tue Cuyuna manganiferous iron ores can be a principal source of 
manganese for the iron and steel industry in the United States, provided 
metallurgical methods as a whole are adjusted so as to use run-of-mine 
ore. The use of manganese in steelmaking is growing. Increasing 
amounts of impurities in raw materials call for more manganese, a 
constant cheap supply of which is wanted. 

There are few deposits of ore in the United States carrying over 
35 per cent. manganese that can be mined and marketed at a 
profit in normal times. We are largely dependent on foreign ores. 
The small domestic deposits should rightly be held in reserve for an 
emergency, such as a war, when importation might cease. Even the 
production from lean ores, concentrated it may be, might not carry us 
through a protracted stringency. 

The Cuyuna district is, therefore, during orn times capable of 
supplying a large total of manganese. The ores are iron ores containing 
5 to 25 per cent. of manganese with the inverse range of 52 to 28 percent. 
of iron. The manganese costs no more per unit in the ore than the iron, 
because cost of mining, largely by open-pit methods, is not affected by the 
manganese content. The manganese units should, perhaps, command 
a higher price, but as their value is contingent on metallurgical practice, 
a higher price may be justified only when a shortage in manganese occurs. 

Manganiferous iron ores can never entirely supplant straight man- 
ganese ores though methods are employed that will permit them to do so 
partly. For the manufacture of ferromanganese, ores carrying above 
42 per cent. manganese are needed. Ores with manganese running be- 
tween 20 and 42 per cent. are used for making spiegeleisen. But estab- 
lished practice in certain plants, based on the admixture of manganiferous 
iron ores to straight iron ores has greatly lessened the consumption of 
high-priced, scarce, manganese alloys with good results. 

The substitution of manganiferous ores for ferro and splegel affects 
the manufacture of basic iron and its conversion into basic open-hearth 
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steel. Successful replacement is a matter of adaptability, results, and 
costs. Cuyuna ores are not suitable for malleable and foundry irons, 
which have low manganese specifications. 

Two classes of ore are produced, analyses of which are here given. 
They are the basis for this discussion. 


¥ 
Hicu-PHospHorus Low-pHospHoRuS 
Low-sinica Hia@u-sinica 
(Brown Orps) (Biack Orzs) 
Crude CODE PE pete ccc axe oh vs ye Secs:  28;000,000 3,500,000 
Dry Jron, per cong g acc ert G4. oo el. ee. 42.00 31.00 
Dry phosphorus, per Gent... 2... 0.25 0.08 
Dry silica pur aealaewmereerns <. Us: es oe e - 7.00 17.00 
Drysaluminas pertcenhesesee soe.) oe eek 4.00 2.00 
Dry manganesespermcentiny ene. oem A wc) okie.) 9.00 20.00 
Moisture sper Cent hoe ere vers 156 2c eaiccs Sas nie: 13.00 10.00 


The above tonnages are approximate, as all the deposits have not 
been thoroughly explored ordeveloped. But they are onthe conservative 
side and close enough to base future probabilities upon. They represent 
amounts of ore profitable to mine during average times and could be 
increased at inflated prices. 

The high-phosphorus, low-silica class is involved mainly in the 
problem of substitution for ferro and spiegel. The low-phosphorus, high- 
silica class has its greatest possibilities in the substitution for manganese 
ores in the manufacture of spiegeleisen. Its utilization is of secondary 
importance to that of the first class. 

Manganese contained in the two classes of ore is as follows: 


Tons MANGANESE 
ALLOWING FOR 30 


Tons OF Per Cent. 

MANGANESE Smertine Loss 
iEigh=phosphorus, low-stlica..--........-....-- 2,200,000 1,540,000 
Low-phosphorus, high-silicia............-...... 630,000 441,000 
TAR a 2,830,000 1,981,000 


Nore.—lIn addition to these classes, there is a third type (high-silica) that is 
greater in tonnage than the others combined. Its analysis would be roughly as 
follows: Iron, 16 to 20 per cent.; phosphorus, 0.075 per cent. ; silica, 25 to 35 per cent. ; 
alumina, 2 per cent.; manganese, 22 to 28 per cent.; moisture, low. This ore has no 
market now and is wholly undeveloped; its possibilities will be considered later on. 


Assuming that 13 lb. of manganese is required per ton of basic steel 
and that 25 per cent. of this can be supplied by these ores, the above 
quantities of metallic manganese would supply the industry for 30 years 
at an annual steel production of 40,000,000 tons. Assuming that 25 
per cent. of an annual iron ore production of 60,000,000 tons from the 
Lake Superior district requires a 10 per cent. admixture of these ores, the 
foregoing reserves of high-phosphorus, low-silica ore would last 20 years. 
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Before the expiration of these periods new ore supplies may be developed 
and deposits now unprofitable may become valuable ores, with metallurgi- 
cal processes modified to suit. Therefore, a 30-year life would be a 
probable minimum synchronizing with the exhaustion of the present 
merchantable iron ores in the Lake Superior district. The reserves, 
then, are large enough to warrant full and serious consideration of the 
economics of this type of ore. 


FuNcTION oF MANGANESE 


Manganese is the only desulfurizing, deoxidizing, and conditioning 
agent now known that can be profitably used. When not present in 
the raw ore, in sufficient quantity, it must be added either as ferro, spiegel, 
or scrap to the furnace burden or as ferro or spiegel to the hot metal 
—either before charging to the open hearth or at the finish. Approxi- 
mately 70 per cent. of the manganese in the ore goes into the iron and is 
so utilized in the various stages up to finishing the steel. The only 
manganese addition then needed would be to bring the content in the 
tapped steel up to specification. 

When present in sufficient amount within the blast furnace, manganese 
will combine with the greater part of any sulfur that is present, forming 
manganese sulfide. Much of this goes into the slag while a portion of the 
balance is transformed, either in the furnace or in the ladle, to Mn and 
SO2; the SOe going off as a gas and the manganese returning in part to 
the iron, the remainder entering the slag as oxide. This desulfurizing 
action is maintained in much the same way within the open-hearth fur- 
nace. It requires above 1 per cent. manganese in the iron to take up any 
appreciable amount of sulfur. 

Manganese has a greater affinity for oxygen than has iron and will 
remove oxygen from iron or prevent its oxidation. This action is 
carried on within the open hearth when any manganese is present in the 
metal. Between 1 and 2 per cent. in the crude iron will give a residual 
amount of manganese in the bath varying between 0.25 per cent. and 
0.38 per cent. depending on the carbon content, sulfur introduced by the 
fuel, and time of heat. The rest of the manganese enters the slag and 
equilibrium tends to be set up between that in the slag and that in the 
metal. Manganese, reduced by carbon from its oxide in the slag, returns 
to the metal, attacking any ferrous oxides present, after which a part goes 
back into the slag as an oxide. Manganese evenly disseminated through 
the iron is more efficient than ferro in pieces and there is less recarbon- 
ization to be done at the end. It is less wasteful than manganese ore 
charged in with the iron to the hearth. 

Manganese gives a more even textured pig iron and, when not above 
2 per cent. tends to soften the iron counteracting the harden'ng tendency 
of sulfur, while carbon is kept in the combined form. 
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MANGANIFEROUS IRON 


Impurities in materials for steelmaking continually increase. Higher 
sulfur in coke ordinarily calls for a highly calcareous or increased slag 
volume in the blast furnace with slower driving and increased fuel con- 
sumption, which may be obviated, however, by putting in the iron about 
2 per cent. manganese. Some progressive plants produce irons with 
between 1 and 2 per cent., but the practice is not general. A blast 
furnace making basic iron will operate better on 2 per cent. manganese 
than on 1 per cent., because of the fluidity of the slag and its wide desulfur- 
izing action. The amount of slag required is diminished and it can be 
worked leaner thus permitting faster driving and less coke consumption. 
No deleterious effect is noticeable on the furnace linings. Low-sulfur 
iron is made for use in the open hearth. High silica in the ores must be 
neutralized by a base, otherwise it occasions heavy loss of manganese, 
which then acts as a base entering the acid slag, and some is lost by 
increased volatilization. Increased alumina content in ores tends to 
correct this and an increased amount of dolomite (except where the 
alumina is very high) will neutralize any further excess of acid. 

Carrying the manganese higher than 2 per cent. in basic conversion 
iron is of questionable value. It is not allowable in cast iron and is 
uncontrollable on remelting in the cupola. Above 2 per cent. manganese, 
the blast furnace costs rise and the tonnage is lessened. The beneficial 
results obtained do not counterbalance these disadvantages. All 
manganese in the iron except for the 0.25 to 0.38 per cent. residual is lost 
in the open hearth, and therefore must not be thrown away when results 
do not warrant it. Some auxiliary process such as the electric furnace, 
taken up in more detail later on, may aid in establishing the use of iron 
carrying above 2 per cent. manganese. 

Iron carrying 2 per cent. manganese is in a conditioned state and 
shortens the finishing period of open-hearth steel because of its action 
on the sulfur, introduced in the fuel. For every 0.25 per cent. of 
manganese above 1 per cent. in the charge, the production is ordinarily 
increased by 1 per cent. Also, in the manufacture of steel under usual 
conditions, manganese addition in the ladle to meet the steel specification 
is lessened at the rate of 0.7 lb. of metallic manganese (in either ferro or 
spiegel) for each 14 per cent. of manganese above 1 per cent. and up to 
2.5 percent. in the charged iron. High residual manganese obtained from 
a manganiferous iron ore, will therefore save ferro and compared with a 
low residual, lower the cost of finished steel. 

Manganiferous iron tends to give most steels better chemical and 
physical properties. Sulfur is cut down to 0.035 per cent. and ductility 
both hot and cold improved. Less trimming is required and mill yield 


is increased. 
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ADAPTABILITY OF THESE ORES 


The cost is usually the prime consideration. ‘The manganese in the 
Cuyuna ores can be marketed at the going prices of iron; therefore the 
cost of reduced manganese up to 2 per cent. approximates the cost of an 
equal amount of reduced iron, so that up to that content these ores are a 
cheaper source of manganese than either ferro or spiegel. For example, 
when using an average iron ore carrying a low manganese (0.50 per cent.), 
it would take 49 lb. of manganese in the form of ferro, spiegel, or 
manganiferous iron ore to yield a ton of iron with 2 per cent. man- 
ganese. Allowing for 30 per cent. loss of manganese it would require 
62 lb. of ferro or 251 lb. of spiegel, or 552 lb. of 9 per cent. manganiferous 
iron ore to supply the necessary manganese. Basing costs on the 1924 
average and allowing for the iron recovery from these materials with 
their respective reduction costs, it is estimated that the comparative costs 
of the 49 lb. of manganese would be as follows: ferromanganese, $2.54; 
spiegeleisen, $1.99; Cuyuna manganiferous iron ore, $1.43. This same 
ratio of cost would hold true in whatever percentage of mixture is 
required. This latter is cheaper and, because its manganese is distributed 
through a greater bulk, it is more efficacious. 

The phosphorus in the high-phosphorus, low-silica class, which is 
the adaptable ore for mixing purposes and constitutes the bulk of the 
reserves, is of no great disadvantage in basic iron, especially when only 
10 to 15 per cent. is required as an admixture. Progressive producers, to 
save freight, are drying their ores, though high moisture in itself is of no 
fundamental consequence. ‘The relatively few deposits of fine ores will 
not be worked until it is economical to agglomerate them; the other 
ores are as good in structure as the iron ores with which they would 
be mixed. 

As the manganese is for purely medicinal purposes, it is necessary 
that the blast furnace be assured of a uniform manganese content in its 
ore mixture. A 10,000-ton lot may average 9 per cent. manganese while 
in blocks of 25 tons the manganese may vary from 5 to 15 per cent. 
Suitable mixing is therefore needed to prevent undue fluctuations in the 
manganese content of the crude iron. 

Because of ununiformity of small deposits, many former operators have 
ceased work, the larger ones now being able to supply fairly uniform run- 
of-mine ore. The establishment of a number of grades to suit the fancy of 
the purchaser is impractical as it tends to raise the mining costs, thereby 
making a large number of mines or portions of mines unprofitable. It 
confuses the market; it does not build up confidence in the ores, and does 
not give to the metallurgist a stable starting point for new practice. 
The majority of the mines are now producing run-of-mine ore, which 
must be the foundation for continuous furnace practice and means a 
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stable cheap production from the Cuyuna range. It is then strictly up 
to the ore producer to maintain an even manganese content according to 
his guarantee of run-of-mine ore. 

For basic-iron production, the high-phosphorus, low-silica ores are 
adequate and important. The needs for itf if fully developed, will 
absorb a normal production. Its phosphorus unfits it for making spiegel, 
though a preliminary smelting in a basic electric furnace might make it 
suitable. Even then only the best of the ores could be used, otherwise 
the cost of stepping up the manganese would be prohibitive. 

The low-phosphorus, high-silica class is not now in demand and its 
utilization is dependent on metallurgical practice tobe developed. The 
phosphorus is only relatively low and the ore is still in the non-bessemer 
class. To date the demand for ores containing above 28 per cent. silica 
amounts to about 2 per cent. of the total from the Lake Superior district, 
and has remained at this figure for the past 10 years. As the ores depre- 
ciate in iron year by year, the silica content goes up with the alumina, so 
that in the total ore consumed the total silica required seems to be auto- 
matically adjusted. High silica is needed only in smelting certain indi- 
vidual ores and under certain smelting conditions. Increased supplies of 
magnetic concentrates, and this applies especially to any future Canadian 
production, will develop some increase in demand for siliceous ores as 
admixtures. If manganese is required at the same time with silica, it 
would seem that the low-phosphorus, high-silica Cuyuna ores would be 
ideal. However, this condition would not be standard and would call for 
exact balancing of the manganese and silica, else too high a manganese 
iron would be produced because this class of ore carries relatively high 
manganese. Therefore, its probable application is in the mixing with 
high-phosphorus, low-silica ores, in order to give a higher manganese to 
the run-of-mine ore. It may also prove suitable for making spiegel. 

Before going into the matter of spiegeleisen, the third class of ore will 
be considered. It is lean ore with 25 to 35 per cent. silica, and high 
manganese but with low iron. The tonnage is large but almost wholly 
undeveloped because of no market. It is excluded from the admixture 
use because of its too high silica. Its impurities and low ratio of iron to 
manganese eliminate it from the spiegel class. Some, as yet undeveloped, 
beneficiation process to remove the silica might make it available for 
any use. Some future method for smelting siliceous ores at a much 
lower cost than at present would make available these several millions of 
tons of metallic manganese. This future is indicated by the gradually 
increasing silica content in all of our iron ores, and can well be awaited 
as this class of ore represents but a small fraction of the invested capital 
in the other two classes and can therefore be held in reserve at a low cost. 

Ordinary spiegeleisen requires low-phosphorus ores. It could be 
made from the low-phosphorus, high-silica ores for use in basic processes 
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except that the high silica would mean high costs. High silica causes a 
large loss of manganese, both in the slag and by volatilization, and greatly 
increased smelting costs because of the large slag volume necessary to 
carry off the silica, increased coke consumption, slow time of smelting, 
and heavy lining expense. The product would be a silico-spiegel as a 
considerable amount of silica would be reduced. Such an alloy may be 
made economically in the future in the electric furnace from this type of 
ore, or even standard spiegel. The silica could be slagged off in an acid- 
lined electric furnace without undue loss of manganese since, because 
there is no blast, very little manganese oxide would be formed, which 
would act as a base and go into the acid slag. Cheap transportation to 
and from centers of cheap electricity from developed water power will 
do much in this direction. 

The ratio of iron to manganese in the low-phosphorus, high-silica 
class is under 2.50, which is the limit for ores for spiegel. The amount of 
silico-spiegel used is very small; mostly in the recarbonization of basic 
silicon steels and for special alloy steels. Increased use of silico-spiegel, 
and thereby of this class of ore, depends largely on future metallurgical 
developments. Therefore until new uses arise or the electric furnace is 
perfected with cheaper power, the best market for the low-phosphorus, 
high-silica class is in grading up quantities of high-phosphorus, low-silica 
ores deficient in manganese or else in supplying the demand for admixture 
to ores deficient both in manganese and silica, such as magnetic concen- 
trates. With sulfur-bearing iron ores, it could be used as an admixture 
when the cost of the manganese is less than any preliminary treatment to 
remove the excess of sulfur from the ore. The reserves of the ore are 
small and they occur in separate lenses, so that any present lack of market 
for it will not restrain full production from the other class. 

The making of manganese pig (5 to 20 per cent. manganese) is entirely 
possible except that the costs of reduction are high. When made, it is 
neither fish, fowl, nor beast. It may be substituted for certain amounts 
of spiegel additions when abnormal conditions warrant it. Such addi- 
tions require presmelting, when the manganese content is uncontrollable 
and liable to heavy loss. Its manganese content is lost in the open 
hearth, therefore its beneficial results here must outweigh the cost of its 
manganese units above 2 per cent. It is too bulky to be used as a sub- 
stitute for ferro as an addition at the finishing point of steel. 

If electric smelting is ultimately developed, it will be possible to treat 
the slags both from the blast furnace and the open hearth and recover 
the manganese therein. This would favor the making of, say 10 per cent. 
manganese iron for conversion, thus obtaining high efficiency in deoxi- 
dization and desulfurization yet not losing this amount of manganese. 

Experiments by individuals and the Bureau of Mines in the making 
of sponge iron may open new fields. One of the great difficulties in 
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utilizing sponge iron in the open hearth is its rapid oxidization due to its 
finely divided and porous form. Sponge iron made from a manganiferous 
iron ore and carrying high manganese would not so oxidize. It remains, 
therefore, for a process to be developed to recover the manganese from 
the open-hearth slag, thereby pointing a way im this direction. 

Beneficiating experiments along mechanical lines on the Cuyuna 
manganiferous iron ores in the hope of increasing the manganese, and at 
the same time the iron, by removal of the’silica, have to date been unsuc- 
cessful. The silica, in the form of iron and manganese silicates, is so 
intimately and chemically associated that the problem is extremely 
difficult. But this does not end the possibilities of concentration. The 
_ Spread between the costs of beneficiation and the value of the concentrate 

has been based on the selling price of iron ore. A chemical or combina- 
tion of chemical and mechanical methods may be profitable when the 
product is projected into the manganese-ore class. Such treatment of 
the ores would be in the endeavor to create new manganese ores and 
thereby conserve the raw materials necessary for ferro and spiegel. 
When the partial conservation of manganese can be acquired by using 
ores as they stand and at the same time make manganese available at a 
lower cost, beneficiation is not imperative. 

Cuyuna ores are produced from a well-established mining district 
with developed extraction methods, transportation and dockage facilities 
and with as low freight rates to eastern consuming centers as the iron ores 
from the Lake Superior region. Well-organized and stable mining 
companies with long experience in iron mining have now entered the field 
and can supply manganese in large amounts at low cost to consumers 
needing or desiring this metal. 

Metallurgical developments will open new uses for such ores, of 
which the supply is ample. The ultimate consumer who must gain or 
lose by any sufficiency or stringency can be assured that both ends are 
working—sometimes harmoniously, sometimes in spite of each other— 
toward conservation of our meager resources of manganese ore by wider 
utilization of these manganiferous iron ores. 


DISCUSSION 


T. L. Jospru,* Minneapolis, Minn.—I agree with the author as to the 
benefits derived from the use of manganiferous ores, but in view of our 
limited resources, I question whether this will prove the most efficient 
way of using the small amount of manganese reserves. In the blast 
furnace the benefits derived from manganese are due to indirect causes, 
it acts as a sort of medicine and helps to get rid of sulfur. In the open 
hearth, it cuts down the time of the heat and is beneficial in several ways. 
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However, there is a possibility of working out a means of concentrating 
the manganiferous ores in such a way that it will be possible to produce, 
perhaps, a low-grade ferro. ‘There are certain low-grade ores on the Cuy- 
una, which perhaps could never be used to produce spiegel or ferro. 
These could be used according to present methods. 

Joseph W. Richards, a number of years ago, suggested using these 
low-grade ores in the production of ferromanganese by running them 
through the blast furnace, slagging off as much of the manganese as 
possible, then putting this slag through a blast furnace using it as an 
artificial ore to produce an alloy approximating ferromanganese. At the 
Minneapolis station, we have been working on this problem and have 
succeeded, in a preliminary way at least, in separating the iron and 
manganese, recovering the manganese in the form of a slag that contains — 
iron and manganese in such a ratio that it could be used to produce 
ferromanganese; of course most of the iron is recovered in the form of 
steel. I think the manganiferous iron ores of the Cuyuna will have a 
greater potential value if this line of development can be worked out. 

J. Witpur VAN Evera,* Crosby, Minn.—The statement that there 
is a great deal of high-silica manganiferous ore on the Cuyuna Range that 
will probably be beneficiated may be questioned. As a general proposi- 
tion, the siliceous manganiferous ores do not present as simple a problem 
in concentration as do the iron ores. : 

In 1923, the latest year for which we have complete statistics, there 
was shipped from the Lake Superior district a little over 2,000,000 tons 
of manganiferous ore averaging 6 per cent. natural silica, and a little 
over 1,000,000 tons of ore averaging 29 per cent. natural silica. The total 
shipment for that year averaged 7.32 per cent. natural silica. The low- 
silica iron ore and the low-silica manganiferous ore shipped were able to 
absorb over 1,000,000 tons of very high-silica ore. 

These siliceous and these manganiferous ores are generally used as 
medicine in the blast furnace. It is desirable to have them separate, 
because of the greater flexibility in charging; but considerable of the 
manganese and the silica could be taken together. 

The fight to reduce the silica in all ores that go into a blast furnace 
will be never ending, but the cost of separating silica from the high-silica 
manganiferous Cuyuna ores will be greater than the furnaces will be 
willing to pay, and after the exhaustion of the present supply of low- 
silica manganiferous ores, the furnace will take a large part of its 


siliceous and manganiferous ores together, in the form of siliceous 
manganiferous ore. 


CeeP. PrrIn, f New York, N. Y.—We are now dependent on India 
and Brazil for our manganese. In the British Empire, the principle is 
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growing daily to limit the use of their materials in other countries; and 
we are going to pay dearly for any manganese that comes from India. A 
contract with the Soviet Government is not worth anything; and in case 
of war between Russia and any other country, which would lead to 
the blocking of the Black Sea, no ore would come from that source. The 
recently discovered deposits in Mesopotamia are without transportation 
facilities; besides, they would come under the plan of the British Empire 
to retain the raw materials it possesses.” We have got to look to some 
place like the Cuyuna range for our future manganese supply. 

T. T. Reap,* Washington, D. C.—The point has been raised in some 
of this discussion that the use of manganese ores in the blast furnace is 
uneconomic; that with our limited supplies of manganese it should be 
reserved for use in the open hearth. The Lake Superior district iron 
ores are running as high in silica as the blast furnace requires I believe and 
the problem for the future is how to use high-silica ore without running 
the pig-iron cost too high. Using more fuel to melt more slag in a blast 
furnace produces a vicious circle because using more coke to melt that 
slag brings in more sulfur and you must add more silica to make more 
slag to take care of the sulfur. There are some instances where siliceous 
additions are needed for a blast-furnace burden, but the average blast 
furnace in America is well supplied with silica. 

L. E. Ivns,t Cleveland, Ohio (written discussion).—The writer does 
not agree with the statements concerning the price at which these ores 
might be sold. The cost of producing manganiferous ore is generally 
higher than the cost of producing the usual standard iron ores of the 
Lake Superior district. In the first place, the actual cost per ton is 
generally due to physical conditions, which involve higher exploration 
costs, higher stripping ratio, and more lean ore to be removed, as well 
as considerable rock excavation required in benching down the steeply 
inclined sides of the open pits and, for underground ore, higher costs 
due to narrower and more irregular lenses of minable ore, and more or 
less selective mining. In addition, the combined metallic content of 
manganiferous ore is substantially less than the average iron ores pro- 
duced in the Lake Superior district. So that based solely on the cost of 
production, manganiferous ore should sell at a higher price per unit of 
metallic content than straight iron ores; the benefits derived from the 
use of these manganiferous iron ores, however, amply justifies the slight 
additional cost. ‘The statement that malleable and foundry irons have 
such low-manganese specifications that the use of manganiferous ores is 
eliminated, is hardly true. Some foundry-iron specifications call for 
quite high manganese and the tendency is toward the use of foundry 
iron containing higher manganese. 


* Safety Service Director, Bureau of Mines. 
+ Sales Manager, Clement Quinn & Co. 


— 
396 ECONOMICS OF THE CUYUNA MANGANIFEROUS IRON ORES 


The paper claims that present developed reserves of manganiferous ore 
are sufficient to supply the iron and steel industry for 20 years, assuming 
that the rate of consumption will continue to be the same. It does not 
seem likely that the rate of iron and steel production will continue the 
same for the next 20 years; from past records we should expect a sub- 
stantial increase in production, even if the rate of increase should be very 
much less than it has been for the past decade. Besides, the rate of 
increase in the consumption of manganiferous ore has been substantial 
in the past few years, with nothing in sight at the present time to indicate 
any decrease in this rate. The present developed reserves, therefore, are 
not sufficient to last twenty years, but exploration will be necessary in 
order to develop the reserves that the industry should have. 

The paper seems to give the impression that the use of manganiferous 
ores by blast furnaces is not firmly established. Thisisnotthecase. The 
practice of using manganiferous ores at the blast furnaces is well estab- 
lished, and there are comparatively few steelworks, at least, that are not 
already using such ores quite extensively. 

The statement that manganese is the only desulfurizing, deoxidizing, 
and conditioning agent now known that can be profitably used, is not 
exactly true; aluminum, titanium, and vanadium are used for some of 
the conditions he mentions a little further on. Manganese, however, is 
generally recognized as the cheapest addition. The point is brought up 
that when present in a sufficient amount within the furnace, manganese 
will readily combine with the greater part of any sulfur which is present 
within reasonable limits to form manganese sulfide, much of which 
goes into the slag, while the balance oxidizes either in the furnace or 
in the ladle. How can manganese oxidize in a blast furnace in which 
the process is distinctly a reducing one? 

An open-hearth authority in the Middle West, who has conducted 
numerous and lengthy experiments in the use of high-manganese iron in 
the open-hearth furnace, has determined that a manganese content 
between 1 and 2 per cent., in the basic iron, will increase the open-hearth 
production at the rate of approximately 1 per cent. for each 25 points of 
manganese in the iron. In other words, if with 1 per cent. manganese, 
the open-hearth production is 100 per cent.; with 1.25 per cent. man- 
ganese, the production will be 101 per cent.; and with 2 per cent. 
manganese, the production will be 104 per cent. It is not thought worth 
while to have the manganese run higher than 2 per cent., although man- 
ganese somewhat higher obtained at no expense would have no effect in 
the ordinary open-hearth practice. The increase in the open-hearth 
production is due to the fact that basic iron made with a relatively high 
manganese is in a more refined condition when delivered to the open- 
hearth furnace and, on account of the influence of the manganese on the 
sulfur of the steel the delay in the finishing period of the open-hearth 
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. heat is avoided, or at least diminished. ‘These figures are based on the 

average blast-furnace and open-hearth conditions. If the blast-furnace 
conditions are very ununiform and the fuel used in the open hearth is of 
more than the average sulfur content, the higher manganese in the iron 
will have a greater influence; and the reverse is true where the blast- 
furnace and fuel conditions are better than the average. 

At a very large plant in the Middle West it has been demonstrated 
that high manganese in basic iron préduces better open-hearth steel. 
Careful records have been kept in the manufacture of over 4000 open- 
hearth heats. The improvement in the steel is in both the chemical 
and the physical properties. Whereas the sulfur in the steel averaged 
0.041 per cent. with iron of 1.15 per cent. manganese, the sulfur decreased 
to approximately 0.032 when using iron with 1.90 per cent. manganese. 
Neither do the plate-mill preliminary rejections tell the complete story; all 
the steel made with high-manganese iron is much more ductile and of 
superior quality in every way compared with that made with lower 
‘manganese iron. 

It is of considerable economic interest, also, to note that the use of 
such high-manganese iron in the open-hearth process decreased the con- 
sumption of ferromanganese necessary to obtain the specified manganese 
in the finished steel. It has been found that with an iron containing 
1.25 per cent. manganese, the residual manganese in the bath was 0.05 
per cent.; with 1.75 per cent. manganese in the iron, the residual man- 
ganese is increased to 0.22 per cent.; and with 2.25 per cent. manganese 
in the iron, it became 0.27 per cent. It is therefore evident that to obtain 
0.45 per cent. manganese in the finished steel, 60 per cent. more ferro- 
manganese is necessary with 1.25 per cent. manganese in the iron, than 
with 2.25 per cent. 
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Steel Making in Alabama 


By JAmMEes Bowron,* BrrMincHaAM, ALA. 


(Birmingham Meeting, October, 1924) 


ConsIDERING the importance of the steel trade and the strategic 
position occupied in it by the Birmingham district, it may be surprising 
to many to learn that the first pig iron smelted with coke was made in 
Alabama on Feb. 28, 1876, although merchant pig iron had been pro- 
duced in Rockwood, Tenn., in 1867—a plant that is still in operation 

The heavy deposit of Clinton ore, extending from Pennsylvania into 
Alabama, varies greatly in accessibility, on account of geological changes 
such as erosion or anticlinal upthrow; it varies equally as much in thick- 
ness and in quality. The brown ores extensively scattered through 
the South also vary materially in quality—some are relatively low in 
phosphorus and high in manganese, and vice versa. ‘The red ore varies 
materially in phosphorus, but the iron produced from this ore was always 
considered too high in phosphorus for treatment by the acid bessemer or 
open-hearth process and did not contain sufficient phosphorus for the 
basic bessemer process. Under these conditions there remained only the 
basic open hearth as a possible process; and for many years it appeared 
impossible to use this, because, with coke smelted iron, the silicon was 
too high to permit its use in basic lined furnaces. 

Various attempts were made, from time to time, to produce alow- 
silicon iron, by carrying high lime burdens together with harder blowing, 
but the blast furnaces of the South were not equipped with the blowing 
power of today and from 314 to 5-lb. pressure was the normal working 
condition. The result of these experiments, therefore, was that a fur- 
nace would get a lime set or be hastily changed to avoid scaffolding, and 
engineers and superintendents were careful not to renew the experiments. 
After the development of the beds of dolomitic stone in East Birmingham, 
the carrying of sufficient lime to bring down the silicon in the blast fur- 
nace to the permissible open-hearth limit was successfully done at the 
Alice furnace in Birmingham, commencing July 22, 1895. In a very 
short time the entire output of that furnace was being sold to different 
Northern steel manufacturers, with a guarantee that silicon and phos- 
phorus should run below 1 per cent. 


* Chairman of the Board of Directors of the Gulf States Steel Co. 
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It is not to be supposed that the iron makers of the South had been 
vegetating in the meantime or content to be shut out from the manu- 
facture of steel. To the writer’s knowledge, there were at least twenty- 
one different efforts to make steel, in either Tennessee or Alabama, within 
the last half century; all resulted in laboratory success, but commercial 
failure. The Roane Iron Co. attempted to make bessemer steel, in 
Chattanooga, by bringing ore from North Carolina. That orebody was 
thin and the expense of mining and the freight to Chattanooga were too 
high to permit successful operation; besides some parts of that or of 
other ore used as a mixture were so high in phosphorus that rails broke 
when being thrown from the car during unloading. The experiment 
was not successful commercially and the plant was broken up and sold, 
but before this took place another experiment was tried there of much 
greater importance that lead to permanent results. 


First Successrut Stern Maper In 1890 


The Southern Iron Co., aided by officials of the Tennessee Coal, Iron 
& Railroad Co., manufactured a most excellent quality of steel in the year 
1890 from 800 tons of iron made for them by the Tennessee Coal, Iron & 
Railroad Co. at South Pittsburgh. This iron contained less than 1 per 
cent. silicon, and 0.6 per cent. sulfur, and about 1.4 per cent. phosphorous. 
The steel bars produced were bent, hammered, and twisted cold, giving 
remarkable results. This steel was made by Mr. Talbot, who at that 
time developed the Talbot continuous process, afterwards so extensively 
used at the Pencoyd Works of Messrs. Roberts, now the plant of the 
American Bridge Co., and which has become one of the established 
methods of producing steel, but has not since been used in the South. 

In Birmingham, experiments on a small scale had been made by the 
Henderson Steel Co., using fluorspar as a flux; later the Tennessee Coal, 
Tron & Railroad Co. leased, the plant then standing idle, and conducted 
experiments with Birmingham pig. The results obtained were sufh- 
ciently satisfactory to insure that successful operation was only a question 
of providing the necessary equipment on a sufficiently large scale and 
experienced management. 

No one in the South engaged in the iron trade at that time had any 
money to spare. The iron producers sold their pig iron at a little more, 
and sometimes a little less, than the cost of production, to consumers in 
every part of the United States, and indeed to practically every foreign 
country where pig iron was used. The richest and most accessible ores 
and best coking coals were being used up and plants were being worn out 
with no provision for amortization of their costs and the industry was 
slowly losing out—or under the best conditions, marking time. There 
was nothing to warrant northern capitalists in putting money into the 


South for the production of steel. 
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The Birmingham Rolling Mill Co. undertook to produce steel by the 
basic open hearth on what it deemed a commercial scale, but which was 
not. On July 24, 1897, the first cast was made of bottom poured ingots 
weighing about 1400 Ib. each. The furnace had been constructed largely 
as the result of a contribution of about $75,000 by public-spirited citizens 
of the city. The proposition was nothing more than experimental and 
the company failed in 1899. 

Before that occurred, however, M. H. Smith, president of the Louis- 
ville & Nashville Railroad, tried to have the Tennessee Coal, Iron & 
Railroad Co. begin the manufacture of steel on an adequate scale. The 
country at that time was industrially paralyzed by the sequence of the 
free silver panic of 1893, the Debs railroad strike and coal miners’ strike 
concurrently in 1894, the Venezuela-British war scare of 1895, the 
renewed free silver panic of 1896, and the shadow of the impending 
Spanish-American war of 1897-8. The operations of the district were 
almost stopped for lack of outlet for the pig iron, a semblance of activity 
only being preserved by the development of foreign trade which in the 
course of a single year grew to nearly 200,000 tons per annum—pig iron 
being shipped cheaply from southern cotton ports as ballast in cotton 
steamers to Europe. Under these conditions President Smith stated 
that the district was practically ‘“‘broke” and that the only salvation was the 
production of steel on a large scale to give an outlet for the pig iron. 
This plea was rejected by the Executive Committee of the Tennessee 
Coal, Iron & Railroad Co. on the ground that no money was available 
for such a purpose; but the officers were authorized to subscribe $100,000 
to the Birmingham Rolling Mill Co., payable over one year in pig iron 
and coal, and to contract with them that for a period of the years the 
company would itself not embark in steel as a competitor. But at 
its next meeting, the Executive Committee rescinded its action and 
instructed its officers to build the works and find the money for that 
purpose. ‘The officers, first, made personal subscriptions for this purpose, 
then raised a similar amount from the citizens, and then had the Louisville 
& Nashville and Southern Railroads furnish an equal sum. This plan 
worked out well. It was examined and highly approved by Wellman, 
Seaver & Co. of Cleveland, Ohio, and their plans, in turn, were checked 
by Mr. Hunt of Chicago; the solicitation of funds among the directors 
of the Tennessee Coal, Iron & Railroad Co. was then begun. It was 
the writer’s task to show them, one by one, that as the company was 
then producing on a large scale basic pig iron used by such companies as 
Carnegie Steel Co., Illinois Steel Co., and others, the same steel could be 
produced in Birmingham if similar furnaces were built and similar men 
were employed to handle them, and the freight on the pig iron to Pitts- 
burgh or Chicago and the freight on the resultant product back to 


Birmingham would be saved to the railroads and other customers. The 
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money was raised and the works were started on the scale of 300 tons 
per day, producing 18 by 20-in. ingots. 

Simultaneously with the construction of the plant, which was located 
at Ensley, Chicago interests were induced to build a rod and wire mill on 
abutting ground given for the purpose, the billets being carried over by 
conveyor from the Tennessee company’s blooming mill to the rod mill. 
Accustomed to Chicago practice based on bessemer billets, the Alabama 
Steel & Wire Co. management had cohsiderable difficulty in using the 
softer Birmingham product and after a while undertook to make its own 
steel at Alabama City, then.a suburb of Gadsden, Ala. It built a plant 
there, which was unsuitably placed with reference to the supply of raw 
material and to the point of consumption. The company absorbed, by 
successive mergers, various other properties, which were heavily mort- 
gaged, widely separated, and had too many interplant freights for the 
enterprise to be remunerative; it failed in 1907. In 1909, the company 
was reorganized and the rod and wire mill was removed from Ensley to 
Gadsden and largely improved, but sufficient capital was not provided to 
balance the plant or to furnish it with an adequate supply of raw materials; 
besides, it was still handicapped by the scattered condition of its proper- 
ties. It failed again in 1912, after which a concern representing the 
bond-holders formed a new company, known as the Gulf States Steel Co. 
This company acquired the steel works and such other property as was 
considered desirable, relinquished much of the scattered and mortgaged 
holdings, and started afresh with modest capitalization. It was free 
from bonded debt, the holders having accepted stock for their bonds and 
had assessed themselves for fresh money with which to furnish an ade- 
quate ore supply at Shannon. 

This mine represented a new departure in the Birmingham district. 
It involved a slope at a pitch of 50°, double-tracked, intersecting the ore 
at a linear depth of 2480 ft. and a vertical depth of 1905 ft. This was 
driven under much difficulty, as some mining engineers thought that the 
influx of water at very great hydraulic pressure would menace the mining 
operations. This danger, however, proved to be non-existent. On the 
contrary the mine was very dry, but the moisture of the air, attacking 
the shales, decrepitated both roof and sides to such an extent that it was 
necessary when the slope was nearly finished to begin at the top and 
widen and raise the section so that the slope could be lined with concrete— 
not to keep moisture in the strata, but to keep it out. This was success- 
fully accomplished and 150,000,000 tons of nearly self-fluxing ore is now 
rendered available. ‘That company has confined itself to the production 
of wire and its various products and to merchant bars. It added by- 
product ovens in accordance with modern practices, and is solidly 
established in business, pays a reasonable dividend and is operating 


free from debt. 
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After the withdrawal of the Alabama Steel & Wire Co., the Tennessee 
Coal, Iron & Railroad Co. was practically without a customer. Find- 
ing it impossible to pay the freight to northern markets and successfully 
compete there in the sale of billets, it completed its rail mill and devel- 
oped at the outset a successful quality of rails—to the satisfaction of the 
various companies running into the district. 

In 1907, the panic found that the control of the company was repre- 
sented by large amounts of its stock pledged as collateral by various 
parties, in the hands of the Trust Company of America, which also held 
control of the stock of the Central Railroad of Georgia. Because of the 
condition of the financial interests of the country at the height of the 
panic, a conference was held in New York and arrangements were made for 
the sale of the railroad stock to the Illinois Central R. R., and of the control 
of the Tennessee Coal, Iron & Railroad Co., to the United States Steel 
Corpn.; the funds thus obtained were sufficient to stop the run upon the 
trust company and the panic was stopped. This transaction, so far as it 
related to the control of the Tennessee Coal, Iron & Railroad Co., was 
later attacked by the United States Government as tending to establish a 
monopoly, and a suit for dissolution of the company ensued. Decided 
unanimously in favor of the company by four Federal judges, the decision 
was appealed by the Government and for several years, while the litiga- 
tion continued, it was impossible for any new developments to be made. 
After the right of the United States Steel Corpn. to own the property was 
finally settled, capital for successive developments was liberally supplied. 

The works constructed in 1898 to 1900 were largely dismantled and 
rebuilt on a larger scale. The pig-and-scrap method was replaced by the 
duplex process, by which the metalloids are largely removed in a few min- 
utes in a bessemer converter and the remainder eliminated in the open 
hearth in one-half the time otherwise required, thus enabling a very large 
tonnage production. The company has gone, step by step, in the 
development of the works rehabilitating the bessemer rolling mill, for the 
production of plates and bars, and more recently constructing mills at 
Fairfield, for the production of structural steel, plates and reinforcing 
bars, over 200 ft. in length. The byproduct ovens constructed in 1898, 
by the Semet-Solvay Co. have been superseded by extensive plants of 
Kxoppers’ ovens. The various mining camps have been made model 
villages, with houses, commissaries, medical and sanitary arrangements 
fully in keeping with the best practices anywhere; the hospital at Fair- 
field, costing over one million dollars, is doubtless the largest and finest 
in the Southern States today. 

When the United States entered the World War, in 1917, the great 
need of ships caused the United States Steel Corpn. to construct a new 
shipyard at Mobile. Of the steamers constructed at Mobile, many are 
now in regular service all around the world; some of them constructed 
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entirely of Alabama material and carrying cargoes of Birmingham rails, 
sulfate of ammonia or other products of the Tennessee Coal, Iron & Rail- 
road Co., go frequently to Japan or China; while others, going to Brazil 
with similar products bring back cargoes of manganese ore from the 
United States Steel Corpn.’s property theye to be manufactured into 
ferromanganese by the Tennessee company. 

After the termination of the war, when it became apparent that there 
was a surplus of vessels, the shipbuilding yard was dismantled and much 
of the plant removed to Fairfield, another suburb of Birmingham, where 
it is now in active operation producing steel cars for the company’s own 
use and for the railroads running into the district. 

The company has also, more recently, undertaken the construction of 
an overhead railway to bring its own materials from its mines, only 6 
miles distant, to the blast furnaces, either now existing or those projected 
in the not distant future, thus eliminating payment of railroad freight. 
At the point where this railroad terminates at Fairfield, the company is 
constructing an additional open-hearth plant of stationary furnaces, 
where it will consume its own production of scrap. At the same point, 
it is also building a plant for the production of sheets, which have not 
been produced anywhere south of the Mason and Dixon line. 

In the immediate neighborhood is also located the extensive rod and 
wire mill plant of the American Steel & Wire Co., supplied with billets 
from the Ensley mill. 

The establishment on a large scale of these operations has in every 
way justified the early dreams of those who hazarded their time, their 
money, and their reputation in efforts which, where they failed, failed 
only because of the inadequate scale on which they were attempted. 

The failures referred to, including the establishment of a blast-furnace 
and open-hearth plant at Fort Payne with a totally inadequate supply of 
raw materials, are all accounted for either in that way or by lack of 
capital, involving experimentation on a scale so small as to preclude any 
economic success. Every well-balanced and adequately capitalized 
scheme undertaken has been successful and has enabled a supply of billets 
to be furnished to other concerns, such as the Atlanta Steel Co., maker of 
hoops and bands, which later changed its name to the Atlantic Steel Co., 
adding open-hearth furnaces and becoming a buyer of basic pig iron instead 
of billets and now producing, in addition to hoops and bands, bars and wire 
products. The Connors Steel Co. similarly has developed a successful 
establishment, producing hoops and bands and cotton ties from purchased 
billets; and the way is now open for many smaller and subsidiary con- 
cerns to come and locate in the district, deriving their supply of materials 


from existing sources, 
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Brief History of Metallurgical Practice in Cannon-making 
with Particular Reference to the Cast-iron Gun 


By Jos Goosrray,* R. F. Harrinaton,t AND M. A. Hosmer,{ Sourn Boston, Mass. 


(New York Meeting, February, 1925) 


IN THIS paper, as in so many discussions of an historical nature, there 
is little chance for original material and much has had to be rewritten 
from older papers, documents, accounts, reports, and the like, some of 
which are of doubtful authorship or contain conflicting statistics. Fully 
aware of these pitfalls, the authors have tried to quote the origin where 
possible, and also to seek further confirmation when the statement war- 
ranted it, but they cannot assume responsibility for certain facts and 
dates. The Encyclopedia Britannica was frequently consulted. 

The authors wish to acknowledge assistance from Mackintosh-Hemp- 
hill Co. (formerly the Fort Pitt Works) and also from officials of the 
Watertown Arsenal who loaned valuable books and gave much necessary 
information. They are particularly indebted to Colonel Dickson of that 
institution. The data on modern guns were furnished by Mr. F. Brauer 
of the Watertown Arsenal; Mr. H. S. Chaffee assisted by obtaining 
records and data of work carried on by the Builders’ Iron Foundry of 
Providence, R. I. 


THREE Epocus In History or CANNON 


Among the great industries of New England, the manufacture of 
iron was the first to receive attention. Iron ore in considerable quantities 
was known to exist within the territory of the Massachusetts Bay Colony; 
and as early as 1629 some steps appear to have been taken toward the 
manufacture of iron by the Court of Assistants in London, under whose 
patronage the colony was founded. During the next ten years, deposits 
of bog ore were found in numerous ponds in the Plymouth Colony; and, 
in 1652, iron manufacture was begun at Raynham. The “Old Colony”’ 
was known as the main seat of this industry in New England, out of 
which grew a concern which was later to become one of the principal 
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manufacturers of cannon for the United States Government, The South 
Boston Iron Company. 

It is possible to trace a few of the steps whereby New England’s part 
in the ordnance manufacture came about, and to show what part this 
industry has played in history. It is not the purpose of this paper to 
delve into a detailed history of gun manufacture. A little review of the 
progress of guns through the several ages is, however, interesting, and 
perhaps will serve to connect. in a way; primitive methods of destruction 
with medieval and modern industry. - 

Ever since organized warfare played any part in history, we learn of 
mechanical appliances for throwing projectiles, and ‘engines invented by 
cunning men to shoot arrows and great stones”’ are mentioned in the Old 
Testament. However, the history of the gun or cannon, as we think of it 
today, is properly divided into three epochs. 

The first epoch was from 1313 to 1520, when a material resembling 
gunpowder was used for propelling the shot, which was nothing but a 
stone. Although the manufacture of bronze was well advanced at this 
time, most of the large-sized guns were made of wrought iron, as it was 
a cheaper material. The second epoch, from 1520 to 1854, in which the 
propelled material was made from cast iron and the cannon were of bronze 
or of cast iron, passed with very little actual progress. The third epoch, 
from 1854 to the present time, is marked by tremendous progress. ‘The 
round cast-iron ball has given way to elongated projectiles of steel, and 
the era of rifled guns practically dates from the beginning of this epoch. 

The actual date and place of the making of the first cannon is a subject 
of much controversy and research. However, “‘the earliest known repre- 
sentation of a gun in England is contained in an illuminated manuscript 
De Offictis Regum at Christ Church, Oxford, of the time of Edward II 
(1326). This clearly shows a knight in armor fixing a short primitive 
weapon shaped something like a vase and loaded with an incendiary 
arrow. This type of gun was a muzzle loader with a vent channel at the 
breech end. . . . These fire arrows were evidently very small, as only 
2 lb. of gunpowder was provided for firing 48 arrows, or about 10 oz. for 
each charge.’’? : 

Two guns left by the English after the siege of Mont St. Michel in 
Normandy, in 1423, were made of wrought iron and the larger had a 
bore of 19-in. diameter. Bronze guns made of two pieces screwed 
together and weighing about 1814 tons were known to be cast at Con- 
stantinople in 1468. The front portion of these guns had a caliber of 25 
in. and was made for stone shot weighing about 675 lb. These were used 
later against Sir John Duckworth’s squadron when the Dardanelles were 
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forced; in this engagement six men-of-war were damaged and about one 
hundred twenty-six men were killed or wounded. 

During the sixteenth century, with the introduction of iron projectiles, 
which enabled the use of smaller caliber, bronze guns were greatly 
favored. They were first cast in England in 1521 and iron cannon 
were first cast there about 1540, foundrymen from other countries 
going to England to teach the art. Dr. Richard Moldenke says* that 
a certain Thomas Johnson is mentioned as having cast forty-two 3-ton 
“great pieces of ordnance for the Earl of Cumberland, in 1595” . 
and at the time of Queen Elizabeth, England actually exported guns to 
the Continent. The bronze guns at that time, although smaller, were 
very long; particular mention is made of one at Utrecht in 1544, which 
was presented by Charles V to Henry VIII; it was 2414 ft. over all in 
length, and the caliber was only 4.75 inches. 

Up to about the first of the eighteenth century, guns were cast hollow, 
and there appears to have been no attempt at standardization or classi- 
fication; but about 1739, when the boring of guns from the solid was 
introduced by Moritz of Geneva, uniformity of caliber naturally followed. 
During the eighteenth century, however, little change was made in prin- 
ciples of construction. Guns were made smaller and were strengthened, 
and much progress was made in standardization and methods of manu- 
facture of gunpowder. In the earlier periods, the explosive was often 
mixed on the fields; it burned slowly, and was never dependable. 

During the first part of the nineteenth century, there was great 
progress in metallurgical science, but cast iron was the only metal con- 
sidered suitable for large guns, while bronze was used largely for field 
guns. Steel guns were attempted but, as there was no way of forging 
large quantities of steel, the metal had to be welded in order to obtain 
sufficient material for one gun. The art of welding had not been learned, 
hence steel guns were apt to fly to pieces suddenly and were considered 
too treacherous to use. We learn from some of the investigations of old 
guns, especially in connection with these earlier steel models, that their 
failure was probably due to lack of knowledge in gun designing rather 
than to poor material. 

However, a certain Peter Townsend of Noble, Townsend & Co.! is 
said to have produced in 1776 the first steel made in the province of New 
York, at first from pig and afterward from iron in the German manner. 
His son, the second Peter Townsend, was supposed to have made in 1810 
the first blister steel produced in the state of New York. The latter did 
much to improve the manufacturing of his day and made early use of 
anthracite in the blast furnace. 


3R, Moldenke: “Principles of Tron Founding,” 6, Ist Ed. McGraw-Hill Be 
New York, 1917. : ill Book Co., 
E. C, Kreutzberg: Orange County Ironmaking. Jron Tr. Rev. (1924) 75, 159, 
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Earty AMERICAN FounprikEs 


The Sterling Iron Works in Orange County, New York, was promi- 
nently connected with iron manufacture during and immediately follow- 
ing the Revolutionary War. The anchors¢for the first United States 
ships of war were made there, including those of the U. 8. Frigate Con- 
stitution. Perhaps its greatest achievement was the great chain which 
was stretched across the Hudson Rivér to prevent British ships from 
getting up to Albany and thence within easy communication with Canada. 

Another plant of some importance was the Orange foundry at Arden, 
operated by Cunningham Bros. During the War of 1812, it produced 
cannon balls for the American forces and the Cunninghams were 
permitted to keep twelve men exempt from military service. 


Cyrus ALGER AND THE Soutu Boston IRon Works 


An important part in the vast metallurgical progress of the nineteenth 
century was played by Cyrus Alger, who was born at Bridgewater, Mass., 
in 1781 and died at Boston in 1856. He followed the trade of his father, 
who was a foundryman. In 1809, he specialized in ordnance work and 
founded Alger’s Foundry in 1810, which was incorporated under the laws 
of Massachusetts in 1827. 

His business at first was that of a general jobbing foundry, but he 
soon began to devise valuable inventions applicable to his trade, among 
which was an improved method of casting chilled iron rolls, by which the 
part ‘subject to wear was of increased hardness. This was patented in 
1811. He discovered a way of purifying cast iron, which gave it nearly 
threefold the strength of ordinary iron castings; this discovery proved to 
be of immense value to the manufacturers of cannon and heavy artillery. 
The cannon he made were put to extreme test and rarely failed. During 
the War of 1812 he cast large quantities of canon balls for the government. 

Mr. Alger introduced the use of anthracite for melting iron in the 
vicinity of Boston, and adapted his furnace to its use. (He also devised 
the cylinder stove for the home.) He made a change in the reverbera- 
tory furnace for melting iron; by reversing the incline of he hearth 
he caused the molten metal to flow toward the flame where the heat 
is most intense. 

The new firm incorporated in 1827 as the South Boston Iron Works 
began the manufacture of iron ordnance in 1828. Alger’s method of 
purifying cast iron gave to the company great advantage in making iron 
guns, especially those of large caliber. This process consisted primarily 
of melting the original metal in a reverberatory furnace, known as an 
“sir furnace,” allowing the metal to remain in fusion for an extended 
period of time, or casting and remelting until such time as the refining 
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action gave to the metal the desired physical properties which were 
measured to a great extent by the increased density obtained. 

In'1834, Alger made the first rifled cast-iron gun in the United States 
and during the next year commenced the manufacture of the first malle- 
able iron guns. He later supplied many of these to the government. 
One invention followed another, among them the covering of a fuse hole 
on the inside of the shell with a wafer of lead which had to be taken out 
before the shell was fired, in order that the surface of the fuse might be 


Fic. 1.—A.q@mr’s IRON FOUNDRY, FROM SoutTH Boston BRIDGE. 


exposed, so that it could ignite when it was discharged from the gun. 
He manufactured the first bronze guns for the United States Navy 
heavy artillery and also for the state of Massachusetts. 

In 1842, the Columbiad, then by far the largest gun cast, was turned 
over to the government by the South Boston Iron Works and a report 
to the Ordnance Board of the United States War Department said that 
the cannon furnished by this company afforded the most favorable 
results, and that the quality of the metal was unsurpassed. It was of 
12-in. caliber and had a range of more than two miles. 

Francis Alger succeeded his father and added to the importance of 
the company. The younger man was scientifically inclined. He wrote 
a valuable book on mineralogy and had the finest collection of minerals 
in the country, brought from all parts of the world. He was elected a 
member of the American Academy of Arts and Sciences and received an 
honorary degree from Harvard University. He .was also a member of 
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the Boston Society of Natural History and for several years its curator 
of minerals. Francis Alger was often called to Washington in the interest 
of his many inventions and of his company, and died there on Noy. 27, 
1863, while engaged in testing shells. 

Cyrus Alger made many inventions and improvements in metallurgi- 
cal science which were valuable to the United States Government and 
were destined to become the basis of the great advance in metallurgy 
which continued throughout the latter part of the century. Admiral 


Fig. 2.—CasTING A GREAT CANNON AT THE SoutH Boston Iron Works, 1884. 


Dahlgren once said of Mr. Alger, ‘He possessed that rare quality, sagac- 
ity, which constitutes in truth the highest attribute of the intellectual 
man, and enabled him to arrive at results which others sought by disci- 
plined study, and often in vain.” His process whereby irons of different 
analyses were put into the furnace charge and treated in the furnace, the 
resulting iron being cast in pigs and known as remelt iron, is familiar to 
all foundrymen of today. . 

In a report to the Ordnance Department on Apr. 2, 1844, Maj or Wade, 
of the United States Army, shows some of Mr. Alger’s work in making 
tests on heating the melted iron for different periods of time, which were 
earried out at the Alger plant (South Boston Iron Works). Some of the 
results obtained were as follows: 


STRENGTH, 


PouNnbDs 
First casting made as soon as pig was melted.................- as 
Second casting, iron in fusion 1 hr...............-+++++++eeees a 
Third casting, iron in fusion 2 hr.........-.---..eeeer eres ae 


Fourth casting, iron in fusion 3 hr..........-- +--+ se eve reece 
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This report shows a gradual and positive increase of strength as the 
iron is continued in fusion for longer periods of time. The reports also 
conclude that a high temperature makes for soundness and greater 
strength, and goes on to say that although the transverse strength is 
that most generally measured, when the quality of different metals is 
compared, it is believed that a more accurate measure may be 
found in the tensile strength. Some of these figures are interesting in 
this connection. 


TENACITY, 
DENSITY Pounps 
Guns cast: prior to US4 i Seer ietee tele teak leet = 7.148 23,636 
Guns castin =| 851 er ce eee RUA oe Crile saat ea 7.289 37,774 
Samples from 10-in. Columbiad, 1851...................... 7.304 45,970 


The first of the large cannon’ of 10, 11, and 12-in. caliber, for the 
United States Government, were cast by order of the government at the 
South Boston Iron Works under direction of Mr. Alger, the latter select- 
ing the iron and using his own process. One of these guns, 11-in. caliber, 
carrying a solid shot of 170 lb. or a shell of 135 lb., was first fired 655 
times with the former projectile, and 1306 times with the latter—an 
enormous endurance of 1959 rounds before it failed; far exceeding any 
other record of the Ordnance Department from this or any other country. 

This process thenceforth was used a great deal for gun castings, and 
hence the metallurgical term ‘‘gun-iron”’ was created. 


FOUNDRIES AND PrRoceEsssEs, 1840-50 


The foundries casting ordnance between 1840 and 1850, in addition 
to the South Boston Iron Works, were the Fort Pitt Foundry at Pitts- 
burgh, Pa. and the West Point Foundry at Cold Spring, N. Y. These 
foundries were using charcoal iron for gun castings which was obtained 
from the Greenwood Furnace near Cold Spring, N. Y., Franklin Smelt- 
ing Furnace, New Jersey, the Ammenia Furnace and the Richmond 
Furnace, Richmond, Mass. 

The method of casting the guns solid and boring out the interior was 
followed, but the exterior usually became chilled during the cooling proc- 
ess by sudden contact with the mold and was converted into a solid 
crust before the interior had even dropped to the melting temperature. 
The result was that the gun frequently consisted of strata of different 
densities, and although great care had been exercised by the founder it 
was not unusual to find a spongy portion consisting of crystals so loose 
that dark cavities could be seen with the naked eye. A sharp-pointed 
steel chisel could be easily driven into the spongy portion. It was not 
until Lieutenant Rodman devised a most remarkable process that extreme 
endurance service was obtained with guns manufactured from cast iron. 


5 Guns of 8-, 10-, 15-, 20-in. diameter are technically known by th 
Columbiads, y y the Army ag 
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RopMAN’s Procrss 


Thomas Jefferson Rodman was born at Salem, Ind., July 30, 1818. 
He was a West Point graduate and served in the Mexican War, but soon 
showed such skill in devising guns and ammfinition that he was detailed 
to that work exclusively. 

In 1849 he invented a process of casting hollow cannon by means of 
a core around a tube, or what might be called a core arbor; water was run 
in through a pipe in the inside of the tube to about five or six inches from 
the bottom, the tube having a closed end so that no water could leak 
out. The water circulated during the casting to a side outlet near the 
inlet, a sufficient supply being sent through the tube to keep it cool. 
Hence with the inner portions of the casting cooling and solidifying first, 
they were compressed and supported by the contraction of the exterior 
when it cooled. The casting was further secured from irregular or exces- 
siv s trains by building a fire around the flask to keep it hot so that as 
uniform cooling as possible would take place. About 24 hr. after casting, 
the arbor was removed and a pipe was put in the bore of the casting that 
was formed by the core and a stream of water was passed through it 
until the casting was cold. 

Most of Rodman’s work was carried out at the arsenals at Pittsburgh, 
Watertown, Mass. and Rock Island, Ill. At the last named, he was in 
command from 1865 until his death on June 7, 1871. He rose to the rank 
of Brigadier General by brevet. 

The first guns made by his process were cast at the Fort Pitt Foundry, 
Pittsburgh, on Aug. 4, 1849. They were two 8-in. Columbiaas. Some 
of the experimentation connected with the manufacture of these guns and 
also the manner in which they were tested are described in detail by 
Rodman in his reports. The two molds were placed side by side in a 
pit and the iron charged in two air furnaces, each containing 14,000 lb. 
of the same kind of iron. After melting, the liquid iron remained in the 
furnaces one hour exposed to a high heat and was then discharged by 
separate streams into a common reservoir; from the reservoir it issued 
into asingle stream, which after proceeding a few feet separated into 
two branches, each leading to a separate mold. Both molds were filled 
at the same time; one was cast solid, and one was cast hollow and cooled 
by the Rodman process. The testing of the guns commenced Sept. 7. 
The one éast solid burst at the 85th fire; the one cast hollow and cooled 
by the Rodman process burst at the 251st fire. The density of the iron 
used was 7.223; the tenacity, 27,488 lb. 

Again, two 8-in. guns were cast on July 30, 1851. The iron was made 
at Greenwood Furnace, New York, and was 36 per cent. of No. 1, 25 per 
cent of No. 2, and 39 per cent. of No. 3. The iron (28,000 lb.) was melted 
in two furnaces; 12,500 Ib. in one and 15,500 lb. in the other, nearly three- 
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fourths being of second fusion, one-fourth third fusion, and the remain- 
_ der fourth fusion. After melting, the liquid iron remained in the furnace 
21% hr. exposed to a high heat and was then discharged by separate 
streams into a common reservoir; at the same time it was withdrawn 
from the reservoir in a single stream, which, after proceeding a few 
feet, separated into branches leading to separate molds and filled both 
molds at the same time. One of the castings was made solid and cooled 
in the usual manner. The other was cast hollow and cooled by the Rod- 
man process. A fire was kindled in the bottom of the pit directly after 
casting and was continued 60 hr.; the pit was covered and the iron flask 
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PITTSBURGH, Pa. 
OFIGE CORNER OF GRHARA & ETNA STREETS 
KNAP & TOTTEN, 


Fic. 3.—Fortr Pirr Works, FOUNDED 1803 as THE PiTTsBURGH FouNDRY. IT CAST 
THE FIRST GUNS BY THE RODMAN PROCESS IN 1849. 


containing the mold was kept at as high a temperature as it would 
safely bear. 

The testing of these guns commenced Aug. 28, and continued until 
Oct. 22. The one cast solid burst at the 73d fire and the one cast hollow 
burst in the 1500th fire. The density of the iron used was 7.287; the 
tenacity, 37,811 lb. 

Again two 10-in. Columbiads were cast on Aug. 21, 1851. Greenwood 
iron of the same qualities as melted for the 8-in. guns was used. About 
one-ninth consisted of first fusion; five-ninths of second fusion; and one- 
third of third fusion. It was melted in three air furnaces containing 
12,000, 15,000, and 19,000 lb.—in all, 46,000lb. The liquid ironremained 
infusion 214 hr. and was discharged from all the furnaces at the same time 
into a common reservoir, from which it issued in a single stream. After 
proceeding a few feet, it separated into two branches, leading to separate 
molds, both filling at the same time. Both molds were placed in the same 
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pit. One of the guns was cast solid and the other was cast hollow and 
cooled by the Rodman process as described above, All the pit outside 
of the molds was filled with molding sand and rammed because the iron 
flasks were not large enough to admit the usual amount of sand in the 
walls of the mold. * 

It was feared that the heat of the great mass of iron within would 
penetrate the thin mold and let the iron run out; consequently the exterior 
of the mold of the 10-in. hollow gun,’instead of being exposed to the 
heated air while cooling, was surrounded by green sand, which caused a 
more rapid cooling of the exterior surface of the casting. Water was 
passed through the core arbor for 94 hr. at the rate of about 30 gal. per 
min. At the end of the period, an attempt to withdraw the core arbor 
proved unsuccessful; the contraction of the iron around it held it so firmly 
that the upper part broke off, leaving the remainder imbedded in the 
casting. The stream of water was then diminished to 15 gal. per min., 
which continued to circulate through the arbor for 48 hr. 

The testing of these guns was commenced Oct. 7 and ended Oct. 18, 
1851. The one cast solid stood 20 fires; the one cast hollow and cooled 
by the Rodman process stood 249 fires. The density of the iron used was 
7.292; the tenacity, 37,817 lb. 

“Tt will be seen® that the endurance of the guns cast hollow surpasses 
those cast solid in every case where both were cast in pairs at the same 
time and from the same material, the difference in one case being more 
than twenty to one, and the aggregate of all, more than eleven to one. 
This great difference occurring in every instance where guns were cast 
and tried in pairs could not, it is believed, have been caused by any 
accidental circumstances, for the methods pursued to insure an exact 
equality of material in both guns of each pair and for preserving an exact 
uniformity in the proof of each, seem to forbid the supposition that any 
unknown inequalities could have existed, either in the casting or the prov- 
ing of the guns. The great difference of endurance must therefore be 
ascribed to the different methods by which the castings were cooled, and 
to those above. 

“Tt will be perceived, also, that in the several pairs cast solid and 
hollow, the actual strength of the iron in each gun of the pair as measured 
by the testing machine remains the same, while the strength of the guns 
in the same pair, as measured by the fires endured, differs greatly. From 
this it appears that the difference in the methods of cooling the casting, 
while greatly augmenting the strength of the gun in one case does not 
impair or affect the strength of the iron. For these and other apparently 
discordant or incongruous results, we must seek an explanation in the laws 
which govern the contraction of iron when cooling. It is known also 


6 “Reports of Experiments on the Strength and Other Properties of Metals for 
Cannon.” Govt. Report, 1856, 
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that the contraction under equal reductions of temperature is different 
in iron of different qualities; soft gray iron, that which contains a high 
proportion of carbon, contracting least; and that which founders term 
high, which is light and close grained and contains the least percentage of 
carbon, contracts the most. Other circumstances being equal, the con- 
traction of the same iron is greater or less according to the greater or less 
rapidity with which it is cooled. That which is cooled most rapidly 
contracts most. Every experienced founder is aware of this and 
endeavors so to proportion his patterns that all the parts of the same 
casting may cool equally. 

‘“A convenient method for determining the condition of the iron 
while in fusion, and whether it has arrived at the proper condition for 
casting or should be longer in fusion, is found in dipping from the melted 
pool of iron and casting into small bars 10 in. long, 2 in. square at the 
top, down to 34 in. at the bottom in a step form in four sections. They 
are cast open in green sand and allowed to remain in the sand 10 min., 
then taken out and cooled carefully with water, then broken at the dif- 
ferent places and the condition of the iron judged by the several frac- 
tures. These fractures will exhibit various aspects from white at the 
small end to a mottled in the middle, and to a dark gray at the large end; 
and a practiced eye will soon be able to mark the process of the changing 
quality of the iron and to determine the proper time for casting the gun.” 


THE DAHLGREN GUN 


Alger made a 12-in. Columbiad in 1842, and subsequently the original 
experiments resulting in the famous Dahlgren “shell guns.” Doctor 
Moldenke again tells us’ “that between the years of 1862 and 1877 alone, 
no less than 272 Rodman guns, of which 103 were of 15-in. caliber and 
weighed about 50,000 lb. apiece, were produced at this establishment.” 

The Dahlgren gun was a gray-iron gun and was designed about 1840. 
It differed from the Rodman gun in that it was cast solid, cooled from 
the outside, and bored out. Both were smooth-bore guns and each was 
named from the officer who designed it—Rodman of the Army and 
Dahlgren of the Navy. W. P. Hunt tells us* that “the 11-in. Dahlgren 
gun carried by the Monitor in her fight with the Merrimac and the guns 
of the same type which sunk the Alabama were made at the South 
Boston Works.” 


EaARLIgstT 15-1Incu Guns 


In 1860, Mr. Rodman constructed his huge 15-in. cannon and his 
mammoth powder and cake powder, the last named being quickly 
adopted throughout the world. These devices proved to be of great 


7™R. Moldenke: Op. cit., 5. 
8 Iron Molders Jnl. (March, 1906). 
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value to the government in the Civil War, and were widely used in both 
the Army and the Navy. 

During the latter half of 1859, Rodman, who was a captain at that 
time, carried out at the Watertown Arsenal exhaustive experiments to 
determine the proper quality of iron for casting into a 15-in. gun. Asa 
result of these experiments it was determined to make the gun from remelt 
Bloomfield iron, and it was cast at the Fort Pitt Foundry (38 tons of iron 
charged) on Dec. 23, 1859. The casting was made entirely by the 
Rodman process and it was the first 15-in. gun made. Water circulated 
through the core arbor at the rate of about 40 gal. per min., entering at 
36° F. and leaving at 60° F. After 24 hr., the core arbor was removed 
and water circulated through the cavity thus left at the rate of 43 gal. 
per min. The time required for cooling was 168 hr. Specimens taken 
from the chase of the gun gave a density of 7.216 and a tenacity of 
34,187 lb. 

When the war broke out in 1861, the South Boston Iron Works was 
called upon to make extensive additions to its plant and to undertake the 
construction of cannon of much larger bore than had then been made. 
A new foundry was built and equipped with three air furnaces, each of 
45 tons capacity, and a large number of 15-in. guns were made, each 
weighing about 50,000 lb. Previous to the war, the ordnance work of 
the government was handled by four foundries—the South Boston Iron 
Works, the West Point Foundry, the Fort Pitt Foundry, and the Tredegar 
Foundry at Richmond, Va. Other foundries were pressed into service 
for the war only, and for the construction of guns of small caliber almost 
exclusively. During the war, the West Point Foundry was devoted to 
the manufacture of the Parrott gun. The government then was largely 
dependent on the South Boston Iron Works and the Fort Pitt Works for its 
heavy ordnance, and the South Boston Iron Works also made large 
quantities of projectiles, rifle guns, and the Schenk! projectile. 


GREENWOOD FURNACE AND THE ParRrotr GUN 


The Parrott gun was a gun of the smaller type invented by Robert 
P. Parrott, a former army officer. He was born in 1804 in New Hamp- 
shire and graduated from West Point in 1824, about nineteen years 
before Lieutenant Rodman. He was made a captain in 1836 after having 
fought in the war against the Creek Indians. He was first stationed at 
the West Point Foundry but in 1839 he and his brother Peter purchased 
the Greenwood Furnace and its ore and woodlands from a Mr. Kemble. 
They experimented there with charcoal pig iron and hooped guns. 

The well-known Greenwood charcoal furnace “originally was about 
36 ft. high with tuyere arches on each side but none at the back : 


0. GC. Kreutzberg: Loc. cit., 285. 
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In February, 1839, the bridgehouse and all of the woodwork about the 
furnace, excepting the waterwheel (supplying power for the blast), were 
destroyed by fire. In rebuilding, the height of the stack was raised to 
42 ft. and new blowing machinery was installed. The output thus was 
increased to about 30 tons of iron a week . 

‘An interesting feature of the operation of the Greenwood Furnace 
is that it was customary to smelt without any limestone. This was 
because the native ore to a large extent was self-fluxing. The O’Neil 
mine yielded ore which could be used without any limestone whatever. 
The Greenwood Furnace was operated on this ore for a period of two | 
years without any limestone . 

“One of the interesting achievements there was the casting of guns 
for the navy in 1855-56 direct from the blast furnace.” 

R. D. A. Parrott, of Flushing, N. Y., in a memoir published a few 
years ago, describes the operation of the furnace as follows:!° “The 
ores were not hauled directly to the furnace, but to a kiln half a mile 
above it, in which they were roasted to drive off the sulphur. After this 
they were put through a stamping mill which reduced the size of lumps 
to that of a pigeon’s egg . . . An important branch in the business 
was the cutting annually of 10,000 cords of wood and turning it into 
charcoal.” 

At the outbreak of the Civil War, Robert Parrott presented his first 

hooped gun to the government. This proved to be a very satisfactory 
piece, and large orders were immediately placed, which created a big 
demand for charcoal iron. The Parrott guns began operating at Fort 
Sumter and were continually supplied to the government throughout. 
the war. The Parrott gun was described by Mr. Parrott?! as ‘a hooped 
gun of the simplest kind, composed of one piece of cast iron and one of 
wrought iron. It had no taper, no screw, no successive layers of hoops. 
It was, however, no hasty expedient, but was devised upon the results 
of years of experience and practical trials, and had a definite and 
consistent plan.” In fact, it was a gray-iron rifle with a wrought-iron 
band to reinforce the breech. 

Both the Army and Navy Departments insisted on charcoal iron made 
by the cold-blast method, and a Lieutenant Walker of the Navy was 
stationed at Greenwood to see that this method was the one used. As 
the men at the furnace were used to the hot blast and desired to run the 
furnaces accordingly, a valve was constructed whereby the air could be 
readily shifted through the heater or not as desired. A foreman later 
related that it was customary to run on hot blasts until ‘Lieutenant 
Walker was seen coming around a bend in the road, whereupon the valve 
was closed and the furnace put on cold blast. The hot blast was about 
120° F., the maximum then obtainable.” 


10H. C. Kreutzberg: Loc. cit., 287. 
11 Laclede Christy Bull. (June, 1921). 
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IMPROVEMENTS IN THE Bronze CANNON 


During the period of depression through which ordnance concerns 
had to pass shortly after the war, the Fort Bitt Foundry closed its doors, 
and since the West Point Foundry was adapted for making guns of 
smaller caliber only, the government became more and more dependent 
on the South Boston Iron Co. for heavy ordnance. The master mechanic 
at that plant came forward about this time with a very important im- 
provement in the manufacture of bronze cannon and a patent was granted 
to him in 1869 for his invention. This improvement consisted of a 
method whereby the interior metal of the cannon was made more dense, 
thus increasing its strength and wear. After the piece had been bored 
and rifled, a mandrel of slightly greater diameter than the bore was 
forced in by hydraulic pressure, following which others of increasing size 
were forced into it. This, of course, renders the metal near the bore of 
greater density and consequently of more resistance to abrasion in firing. 
Bronze cannon made by the usual method wear very rapidly, especially 
if rifled. By Dean’s method, however, they become as durable as 
steel guns. 


Post-waR Work at Souru Boston Iron Works 


We learn again from Mr. Hunt’s article in the Iron Molders’ Journal 
that immediately after the Civil War large orders for guns and ordnance 
were received by the South Boston Iron Works for South American 
republics. About 1867, war was declared between Spain and Chile and 
Mr. Hunt, who was an official of the South Boston company, says, 
“‘We shipped to Chile three 1000-ton cargoes within the period of six 
months; also large shipments to Peru later on, and to Argentine Republic, 
ten 25-ton Rodman guns. Our contract with the Argentine Republic 
was ‘free on board at Boston’ and the guns were promptly shipped to 
Buenos Aires. When the captain returned to Boston, we learned that 
the officials there had no means of taking the 25-ton guns from the 
vessel, and to avoid damage they concluded it would be economical to 
pay the captain $60,000 for his vessel and send. him home.” ; 

In 1875, the South Boston Iron Works cast a 12-in. steel-lined rifled gun 
under the patent of Nathan Thompson of Brooklyn, N. Y. It weighed 
80 tons when cast and 45 tons when finished and was breech-loading. 

During 1877, a muzzle-loading cast-iron gun lined with wrought 
iron was made by this company and was the largest gun ever cast up 
to this time. It was rifled and weighed when finished 45 tons. The 
wrought-iron tube weighed 13,000 lb. and the gun itself 77,000 lb. It 


fired a 600-lb. shot. 
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Apparently the next contract given out for cast-iron guns was one 
for two guns of 10-in. caliber, and two of 12-in. caliber, to the South 
Boston Iron Works, in 1880. Owing to the extensive preparations neces- 
sary in the work of casting these guns, they were not completed until 
1884. A detailed description of the casting appeared in Foundry (Janu- 
ary, 1918). The article was written by Job Goostray, assistant to 
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Fie. 4,.—CircuLar 1ssureD By SoutH Boston Iron Co. 


James Wood, who had charge of the work. Mr. Wood was foreman of 
the ordnance-casting department of the South Boston Iron Works. 

The first gun was cast by the Rodman method and when finished was 
25 ft. long and weighed 28 tons. It was taken to the Watertown Arsenal 
to be wound with wire, and was known as a 10-in. wire-wound rifle. 
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The second gun was to be a 12-in. breech-loading rifle to be cast 
breech up. This was also cast by the Rodman process and when finished 
weighed 54 tons and was 30 ft. long. A contract was made with a build- 
ing mover to remove the gun from the pit and place it in the lathe for the 
sum of $550. It took the contractor five weeks to accomplish the work. 


Fic. 5.—TuHe 120-ToON GUN THAT FELL TO THE BOTTOM OF THE PIT WHEN THE FLASK 
FAILED AN HOUR AFTER CASTING. 


The third gun was also a 12-in. breech-loading rifle and was to be 
cast breech down. It was the heaviest gun cast in the United States up 
to that time. This was not as successful as the two previous castings, 
for about an hour after being cast, the flask gave way, the iron going to 
the bottom of the pit. As there was approximately 120 tons of iron 
involved in the casting, there was quite a loss represented by the accident. 
The result is shown in Fig. 5. This caused some delay in carrying out 
the work and it was not until October, 1884, that work on the contract 
was resumed. The next gun attempted was one of the hoop and 
tube type. The casting weighed approximately 76 tons and was 
entirely successful. 

Work was again begun during the following month on a 12-in. breech- 
loading rifle similar to the one that caused the trouble before. This was 
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cast successfully but was rejected by the government because of a small 
crack in the interior discovered during the machining process, which was 
apparently due to too rapid cooling. Likewise, another gun of this type, 


Fic. 6.—EXTERIOR VIEW OF CASTING HOUSE, ALGER’S FOUNDRY. 


cast in August, 1885, proved defective, because of the washing away of the 
coating of the core arbor, which allowed the iron to get into the interior. 


Fic. 7.—MAcuHINING A 12-IN. BREECH-LOADING 54-TON RIFLE AT THE Souta Boston 
Iron Works, 1884. 


During the early part of 1886, a successful casting of this model was 
made. The mold was filled in 33 min. and was allowed to cool very 
slowly for several days. After the South Boston Iron Co. had completed 
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this contract, work was started on 30 breech-loading mortar bodies. 
These averaged 18 ft. long, were of 34-in. diameter, and weighed over 
20 tons each. 


LarGE Guns at Fort Piry FouNDRY 


Frequent reference has been made to the large 15-in. guns, and it is 
interesting to note that this caliber is close to the upper limit even on the 
modern gun. The Fort Pitt Foundry, however, did cast at one time two 
20-in. guns, one for the Army and one for the Navy. The former weighed 
116,497 lb. and the latter 100,000 lb. Each cannon fired a 1000-Ib. shot. 
Artillery as large as this did not prove practical, and these guns became 
much more interesting than useful. It is also interesting to note, in 
connection with the large diameters, that the Fort Pitt Foundry also 
made one hundred and fifty 18-in. mortars, which were more in line with 
the abilities of the foundries at that time but were never adopted by the 
government to any great extent. 


DEFENSE PROGRAM OF UNITED Srates, 1885 


In May, 1885, there were available for seacoast defense the following 
smooth-bore Rodman guns: two 20-in.; three hundred eighteen 15-in.; 
nine hundred ninety-eight 10-in.; two hundred ten 8-in. In addition, 
there were two hundred ten 10-in. Rodman guns that had been converted 
to 8-in. rifles by the insertion of a steel liner. There were also available 
for the defense at this time thirty-eight 300-lb., eighty-one 200-lb., and 
one hundred seventy-three 100-lb. rifled Parrott guns. A report indicates 
that these Parrott guns were of doubtful strength. 

By act of Congress, Mar. 3, 1885, the President of the United States 
was authorized to appoint a board of which the Secretary of War became 
a member and president. This board was called ‘Board on Fortifica- 
tions or other Defenses.’”’ The purpose of this board was to examine 
and report the conditions as found to exist at the various forts, fortifica- 
tions, or other defenses, and to determine the character and kind of 
equipment most urgently required and best adapted for each with 
reference to armament, etc. An extensive program was prepared by 
this board, taking in defenses of the whole United States, not only sea- 
board cities but also lake ports. This program recommended appropria- 
tions for the manufacture of 6-, 8-, 10-, 12-, 14-, and 16-in. guns and 10- 
and 12-in. mortars with the carriages, emplacements and accessories. 

In connection with this system of coast defense, a contract for fifty 
12-in. breech-loading rifle mortars, with a cast-iron body, and _ steel- 
hooped, weighing 1414 tons, was placed with the Builders’ Iron Foundry 
of Providence, R. I., and orders for the finishing and assembling 73 of 
these mortars were likewise placed with that company. 
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“These mortars’? in appearance very closely resemble the steel 
breech-loading rifles made by the United States Navy Department, with 
the exception of their length, which in the rifles is about thirty times the 
diameter of the bore and in the mortars only ten times.” The bodies 
were to be made of charcoal iron and cast breech downward. ‘The out- 
side diameter over the steel hoops, which were shrunk on the bodies in 
two rows, was 4214 in. A complete description of the casting and speci- 
fications for these mortars is given in the booklet published by the 
Builders’ Iron Foundry. 

The Builders’ Iron Foundry had been prominent during the Civil 
War in ordnance manufacture and had since from time to time received 
important contracts for government work; this comparatively large con- 
tract for Rodman guns was practically the last order for cast-iron guns. 
There were, of course, many 8-, 10-, 12-, and 16-in. guns to be built in con- 
nection with the recommendations of this “‘defense board,” and it was at 
this point that the ordnance engineers and experts began to realize the 
limitations of cast iron and consequently began to turn their attention 
to the manufacture of steel guns. This was because the casting of cast- 
iron guns was a matter of trial based upon previous experience and thus 
became more or less of a.“‘rule of thumb’’ method, while in the case of 
steel it became a matter of an exact science in that the physical properties 
of the steel could be predetermined by calculation. However, in 1885, 
there was no plant in the United States capable of making forgings for 
guns of more than 6-in. caliber. 

Some time previous—1883—a group of men known as the ‘‘ Endicott 
Board”’ was appointed to investigate the gun and steel establishments in 
the United States and abroad. This board recommended that the 
United States Government maintain gun factories capable of turning out 
the largest caliber after the most approved patterns and that private 
firms be encouraged in making steel forgings and material for guns. 
Therefore, in 1886, $4,000,000 was appropriated for a steel-armor plant 
and $2,128,000 for guns. The Midvale Steel Co. and the Bethlehem 
Steel Works were given contracts for forgings and each undertook the 
manufacture of 100 guns of various calibers, these guns being practically 
all called “model of 1886.” 


ADOPTION OF ALLOY STEEL FoR Guns 


It is practically from this date that the alloy-steel gun came into exist- 
ence in the United States as a means of defense for the coast ports. It 
was to take the place of the cast-iron Dahlgren and Rodman guns which 
heretofore had been the armament of the defenses. 


#2 “12-Inch Breech-Loading Rifled Mortars.’ Booklet published by Builders’ 
Tron Foundry. 
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Capt. F, E. Hobbs, Ordnance Dept., U. S. Army, made some investi- 
gations of hollow steel forgings that were cooled from the interior during 
the process of manufacture. This was with a view of introducing internal 
stresses, which would be helpful in opposing interior pressure on the cylin- 
der. He also investigated the process of shtinking hoops over cylinders 
or tubes for the purpose of accomplishing these same results. This 
experiment was carried out in 1892 ona tube whose wall thicknesses 
were practically that of a 3.2-in. field gun. A careful examination of the 
guns so manufactured indicated that the initial stresses were properly 
disposed, varying from compression at the bore to extension at 
the interior. 

This forging was given a thorough physical test by cutting off rings 
and specimens. It developed physical characteristics that left no room 
to doubt that initial tension strains of as great intensity as are desirable 
could be produced in a hollow forging. Experiments also indicated that 
if these strains should be more than were required they could be reduced 
by annealing. 


Movpern Hicu-powrer Guns 


All modern high-power guns are made of steel and are composed of 
several parts united to form a whole with the parts so arranged as best 
to support the stresses upon them. Therefore the gun is called either a 
“built-up” gun or a “wire-wrapped”’ gun. 

In order to obtain an initial compression of the tube or inner member 
of a built-up or wire-wrapped gun, an exterior pressure is exerted by 
placing over the tube a heated cylinder or hoop whose interior diameter is 
slightly less than the exterior diameter of the tube. When cooling, the 
hoop contracts and if the difference of diameters is properly regulated it 
will produce the required pressure and thus initial compression of the 
tube. The compressing and strengthening of the tube, however, will in 
some measure extend and weaken the hoop shrunk on the outside, but 
this extension or weakening when properly regulated can be supported 
without damage to the structure. In other words, the modern cannon 
is made of concentric cylinders shrunk one upon another, the object of 
this method of construction being twofold; first, the attainment through- 
out the steel of each cylinder of soundness and uniformity of metal, and 
second, the best results according to the theory of gun construction. 
The steel employed in the making of guns must be of the highest quality 
and the finest grade. It requires the most expert knowledge of 
steel manufacture. 

The 16-in. 50-caliber gun is the largest and most powerful piece of 
ordnance in the United States at the present moment and with an eleva- 
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tion of about 54° and a powder charge of 850 lb., and a projectile weighing 
9340 Ib., will have a maximum range of about 31 miles. This is a wire- 
wound gun 70 ft. overall and weighing with breech mechanism and 
recoil band 385,847 lb. The velocity of rotation of the projectile as it 
leaves the muzzle, due to rifling, is 1620 revolutions per minute. The 
material used in the construction is alloy nickel steel having an elastic 
limit of 65,000 lb. per sq. in. The wire used is }40 in. square, cold-rolled 
alloy steel. It iswound on the gun at astress of 50,000 Ib. per square 
inch. 


Fic. 8.—Moprrn 16-1N. 50-CALIBER RIFLED GUN, FIRING AT AN ELEVATION OF 54° 
WITH A RANGE OF 31 MILES. 


In a gun of this length, due to the weight and elasticity of the metal, 
there is a droop, when the gun is in a horizontal position and supported 
in its cradle, of anywhere between 0.5 and 0.6 inch. 

The magnitude of the construction of a gun of this size can more 
readily be understood by the size of the ingots and forgings which are 
approximately as follows: 


InGor, FORGING, 
Pounps Pounps 


AGU O rica, atic VALS he wort ane men ceipen Seek diacetate ane ae 194,112 48,528 
Bitte gies: 50a ansile’ ah ort Ee eR RIE SR ea a ct a ee 275,992 68,998 
(ORY hele) one RENNER HCE sara GS teat AACA Ag SG oo. SKC Ge 91,536 22,884 
D | sTee) 6 Mica aN BR Pe Aone ok8 Marry ict hel ah Phy Peace cd ts hoa Puscnrs tur 315,532 78,883 
| tHe (10,0) 0 tee RRS ry Mii tes Ses cin he sho loa unas 6 o.v orc 162,508 40,627 
Jacket skeet. 


CTs ere wert 123,328 30,832 
poe 10,768 2,692 


The accuracy life of some of the cannon, now in the United States 
without requiring relining is as follows: 
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Rounps Rounps 

5-min. GUN eee ee oe 6 ok ss 10,000 6-in. seacoast guns............... 1,000 

+ SUN... eee eee 5,000 8-in. seacoast guns............... 800 

fo Cin... PUT Sp EIB er AD 5 5,000 10-in. seacoast guns............. 700 

1 55-m mM; | pun eee eer ois. se 6 2,500 12-in. seacoast guns............. 600 

155-mm. howttzer.............: 7,000 14-in. Sepcoast guns.............. 400 

240-mm. howitzer............... 6,000 16-in. seacoast guns, 50-caliber... 100 
5-in. seacoast guns.............. 1,000 


It is probable, however, that cannon chn be’ fired to about 50 per cent. 
above these figures before relining. 


German Long-range Cannon 


This résumé on guns would not be complete without mentioning the 
greatest achievement of the twentieth century, the long-range gun 
developed by the Germans and used by them in shelling Paris in 1918. 
This cannon had the characteristics of abnormal range and used a pro- 
jectile grooved to fit the rifling of the gun. It is probable that a 381-mm., 
45-caliber naval gun was retubed to a diameter of 210 mm., which will 
make the length of this gun about 140 calibers. 

While the powder used is yet unknown, it has been computed with 
a projectile would probably have about 5200 ft. per sec. velocity and 
would carry a projectile of 264 lb. a distance of 76 miles. 

The elevation of the gun for this fire was probably about 54° and the 
projectile mounted to a maximum height of about 24 miles in traversing 
the trajectory of 90 miles between the gun located in the Forest of St. 
Gobain near Laon, and Paris. It would take about three minutes for the 
projectile to travel this distance. 

The great range was obtained, no doubt, because the projectile 
traveled in lighter strata, which would offer less resistance to its flight, 
and because a comparatively small projectile was used with a large 
powder charge in the chamber made for heavier projectiles. 


CONCLUSION 


In warfare, as in peaceful ventures, one improvement follows another 
and perfection is seldom reached. ‘The final improvement of today is a 
stepping stone to the new one of tomorrow. It is well; for such men as 
are willing to devote themselves to science and research must have fields 
sufficiently large to repay them for their study. The most difficult 
tasks become easy when progress is shown, however slight the progress 
may be. The authors hope that this paper has brought out the progress 
of the past, some of the facts and problems connected with it, and the 
possibilities, in this field alone, of scientific study in the future. It is not 
complete, but may serve as a connecting link between detailed reports 
of the past and scientific descriptions of the present. 
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DISCUSSION 


A. G. ZimerMANN,* Washington, D. C.—I would just like to round 
out this excellent paper by showing that the art of gun-making follows 
cycles, somewhat like those occurring in every other line of endeavor. 
We have just heard how the gun formed of a single piece was succeeded by 
the built-up gun; the most modern way of making guns is to make them 
out of single pieces of steel, thus going back to the mono-block 
idea. Both Professor Bridgman, of Yale, and Mr. Albert Emery, of 
Stamford, Conn., advanced this idea and, I am convinced, developed 
it independently. 

The first gun made in the United States by this process was in 1918 at 
the Naval Gun Factory, in Washington.!* It consisted of simply a single 
piece of steel bored to the approximate dimensions and subjected to a very 
great internal pressure so that the metal began to flow, and the exterior, 
of course, expanded. The elastic limit of the material was thus raised 
and we were able to get the strength from a single piece of material that 
before had been considered impossible except by either wire winding or 
by building up one hoop after another. 

The French used the same system, and had been building guns by 
this process some two years before we did. They considered the process a 
secret, however, and were surprised to find that we had been working on 
the same thing. There is a limit to which, with the pressures available, we 
can build guns of this kind. The largest made so far have been 6-in. but 
I understand 8-in. are contemplated. There are all indications that the 
gun of the future will be a compromise between this radially expanded 
single piece of metal and the assembled concentric hoops. 


GrorGE A. Orrox,{ New York, N. Y. (written discussion).—To those 
of us whose forefathers took part in the wresting of the Old Bay State 
from the wilderness, who raked the bog ore and ran their crude furnaces 
under the protection of ‘‘Brown Bess,” the authors have not gone far 
enough. While the Lynn and Saugus sites were occupied as early as 
1638 and small amounts of iron were made, the Plymouth County bog-ore 
deposits were known as early as 1650 and by 1685 at least three towns— 
Situate, Pembroke and Halifax—were casting pots and cannon balls. 
The Raynham forge, built by the Leonards, dates from 1652 and Bristol 
County had at least three other works in operation in 1685. Iron was 
made in Bridgewater first about 1690; in 1738 Hugh Orr, a Scotch gun- 
smith, escaping the English law against the migration of mechanics, put 


*Lieutenant Commander, U. 8. Naval Gun Factory. 
{ Consulting Mechanical Engineer. 


18P. W. Bridgman: Experiment in One-piece Gun Construction. Trans. (1922) 
67, 1145. 
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up the first trip hammer and made the American muskets. He also made 
scythes and shovels. His works later became the Bridgewater Iron 
Works, and there the elder Alger worked along with the Reeds, Careys, 
and Perkins. Cyrus Alger probably learned his trade at the Bridgewater 
Tron Works. I have been told that the Ames works in Easton secured 
their shovelmakers from Orr in Bridgewater. During the Civil War, the 
Bridgewater Iron Works covered 17 acres, employed over 1600 men, and 
made forgings, anchors, shafts, ship truss work and armor, castings, can- 
non and shells. Forgings for Ericson’s “Monitor” and shafting of 40 tons 
weight were among the important work turned out. Stetsonand Ferguson 
are the two names to be remembered during this period. Halifax and 
Carver furnished cannon balls for the Colonial forces in the Louisburg 
campaign in 1755, and nearly every town in the county made iron in small 
quantities during the Revolution. 

My earliest recollection of Plymouth County is the little forge built 
at the side of every old farm house. Most of them, in my day, had been 
converted into shoe shops and the two-horse covered wagon bringing 
round the dozens of shoes for the farmer and his sons to sew or peg in 
their spare time was a common and regular sight. But the old forge and 
bellows remained in the corner and once in a while the nail anvil. In 
1800, the two counties, Plymouth and Bristol, had eight slitting mills 
with a capacity of 7000 tons of nail rod per year. These rods were 
distributed to the farmers, just as the shoe materials were later, and the 
farmer and his sons made nails in their spare time. The invention and 
improvement of the nail-and-tack machine by Ezekiel and Jesse Reed 
(1810-20) drove out the hand forged nail; just as Keith’s collection of 
the shoemakers into one building at Campello, in 1873, drove the last 
Yankee home industry into the factory system. 

Among the other iron works in eastern Massachusetts employing 
considerable numbers of men were the Norway Iron Works, in South 
Boston, the Commercial Point Iron Co., the Wareham Iron Co., Tremont 
Iron Co., and Taunton Iron Works at Squabetty. Southeastern Massa- 
chusetts is dotted with slag piles. 

Gun iron, on which most of these foundries made their reputation, 
is an extremely good material; 25,000 to 40,000 Ib. tensile strength can 
easily be obtained when good materials are chosen and charcoal iron is not 
necessary for this good performance, as the same results have been 
obtained with coke or anthracite pig. The process is a refining one and if 
carried on for a sufficient length of time under proper conditions, the bath 
would come to nature producing wroughtiron. The good qualities of gun 
iron induced John Van Vleck, formerly mechanical engineer of the New 
York Edison Co., to propose its use for his “Cannon” system of steam- 
piping, which he installed at the Duane Street station of that company in 
in 1893 to 1898. Wrought-iron pipe larger than 6 to 8 in. was very costly 
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and uncertain in the welds, so most power-plant engineers used riveted 
pipe when large diameters were required. This necessitated a gang of 
boilermakers in the stations at all times and the leakage was heavy. Mr. 
Van Vleck proposed the use of 200 Ib. steam pressure for Duane Street 
at a time when 125 lb. was the standard and for piping 12-, 14-, and 18-in. 
gun-iron castings, using a ground joint and bolting the flanges together, 
metal to metal. Most of this material came from the Bridgewater Iron 
Works, the West Point Foundry, the Newburgh Foundry, and a foundry 
in Lebanon, Pa., and was of a very good quality, the transverse strength 
being very high. The bends were of copper, wound with a strip or wire, 
after 1898, these bends were replaced with steel-pipe bends, which were 
then obtainable. This steam piping, after 30 years of service, is still in 
use and is in excellent condition. Almost no money has been spent on the 
pipe for repairs and leaky joints have been rare. 


F. Braver, Watertown, Mass. (written discussion).—In this brief 
résumé of the history of gun construction in the United States, the period 
covered will be approximately the last century. An act of May 14, 1812, 
transferred all artillery construction from the engineers and the artillery 
over the Ordnance Department; this department, therefore, has been 
charged with the manufacture of artillery since the War of 1812. 

The guns used during the War of 1812 were mostly cast iron, although 
some of the states secured a few bronze guns for the use of their state 
artillery. The first real attempt to establish a complete system of 
artillery was made in 1818, when the Secretary of War appointed a board 
of officers to make recommendations as to future construction. This 
report was submitted in 1820 and recommended that cast iron be used 
for all types of guns, but nothing definite was decided on, although there 
was considerable discussion in Congress and an act was passed to reduce 
the army. 

In 1839, another Board of Officers was directed, by the Secretary of 
War, to prepare a plan for a uniform system of artillery. All the principal 
arsenals, foundries, armories, and shipyards in Europe were visited and 
valuable information obtained. The final report of the Board was made 
in 1841 and formed the first great advance toward the establishment 
of a uniform system of artillery. 

About 1841, there appeared an interesting gun design by Prof. Daniel 
Treadwell. This design consisted of rings, or short hollow cylinders, of 
wrought iron joined together end to end by welding. Each ring was made 
of several thinner rings, placed one over the other and welded. Later, 
the method was changed; a ring of steel about one-third of the whole wall 
thickness was made and upon this a bar of wrought iron wound spirally 
and welded, as a ribbon would be wound upon a block. Machines were 
devised for making the rings, welding them together, and forming the 
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guns by means of various molds, dies, and sets connected with a powerful 
hydrostatic process. The object of this method was to so dispose the 
metal as to place the direction of the fiber in opposition to tangential 
rupture. Professor Treadwell’s idea was to make a gun of equal strength 
in all directions and he demonstrated the proposition that the tendency 
to tangential rupture would be several times greater than the tendency 
to transverse rupture. Hence, he approached as nearly as possible with 
the means and information available, the ideal gun of equal strength. 
Some of these guns were tested by both the Army and the Navy. The 
smaller calibers stood up well but the larger calibers did not prove success- 
ful. This method of construction approached the later idea of the wire- 
wrapped guns. 

The early development of the modern system of hooped guns is traced, 
through General Fredrix of Belgium in 1830; Thiery of France in 1833; 
Chamber’s American patent for a hooped wrought-iron gun, dated 1849; 
and the English and American designers, Blakely and Treadwell, in 
1855. Between these last two there exists a question as to priority of the 
principle of initial tension in hooped guns, or of giving to the several 
layers of hoops such a shrinkage as would cause each to offer its full 
strength in resisting the action of an interior pressure calculated as the 
limit for the gun. But very likely we are indebted to the investigations 
of Lame and Barlow for the origin of this theory and to Rodman, the 
American, for its exposition. 

Chamber’s patent, of 1849, embodied: The slotted screw breech; 
the hinged movement of the breech mechanism, when withdrawn to 
clear the way for loading through the breech; the loading tray or sleeve 
inserted in the breech to cover the threads in loading. In design, this 
gun was a wrought-iron breech-loading smooth-bore built-up gun with 
a one-piece tube extending from the breech to the muzzle and encased 
with several layers of hoops shrunk on. 

At this time, the most common and the most reliable guns on hand 
were cast-iron muzzle-loading smooth-bores. The largest gun in service, 
in 1849, was a 10-inch caliber firing a 125-lb. projectile. The great 
improvement in the manufacture of cast-iron smooth-bore guns of this 
period was due to the Rodman method of casting. It may be of interest 
to note here that at one time Captain Rodman was in command of Water- 
town Arsenal and it is very probable that he has contributed more to the 
advancement of ordnance in the United States than any other one man. 

In the Rodman method of casting guns, the core or bore was 
cooled much faster than the exterior layers of metal, thereby causing a 
hooping effect by the gradual cooling and contraction of the outer layers 
of metal. This left a condition of stress in the. walls of the gun, which 
was somewhat similar to the condition in the present day built-up gun; 
that is, the bore was in an initial state of compression while the outer 
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layers of metal were in an initial state of tension. ‘This also is the earliest 
example of any type of gun construction approaching the present day cold- 
working method, which is merely another means of securing an initial 
compression of the bore. This, however, is secondary to the increase 
in elastic limit obtained. 

A report, dated in 1849, of the first tests of these core-cooled guns states 
that two 8-in. guns were cast at the same time from the same metal. 
One was cast solid, as was the usual custom, and one was cast by the 
Rodman plan. The first gun burst at the 85th round, while the Rodman 
cast gun endured 251 rounds. An equal and even more convincing 
degree of superiority was indicated in subsequent tests on 8- and 10-in. 
guns made in 1851. The condition sought by Rodman finds application 
today in what we consider the highest principles of gun construction; 
that is, to obtain an initial state of stress in the walls of a gun so that when 
the powder pressure acts on the interior, each compound or layer of metal 
is worked to about the same fiber stress. 

The main objection to the Rodman process was its uncertainty. 
In a number of cases, the castings burst spontaneously upon cooling, 
and in some cases after the castings were put into a lathe for finishing. 
In addition, many cavities in the casting were uncovered by boring, caus- 
ing rejection of the gun as unsafe. Only by mere accident would a perfect 
state of stress be set up in the gun by this core-cooling process, for the 
questions of temperature, rates of cooling, thickness of sections, and other 
variables were determined only very crudely. Several castings were cut 
into and the initial state of stress determined. Thin rings were cut 
from the walls of the gun and their contraction or expansion measured 
carefully and then the state of stress in any section was determined. 
In theory, it was desired to reach an initial state of tension of about 
20,000 Ib. per sq. in. or about two-thirds of the averaged resistance of 
cast iron. In practice, however, it was found that the initial tension of 
the 10-in. guns varied from 3000 to 28,000 Ib. per sq. in. or from 12 to 
72 per cent. of the actual tenacity of the iron. These results indicate 
the uncertainty of the method to produce the results desired. However, 
at that time, the Rodman guns produced better results than any other 
type and in 1887 there were 1515 of these guns of major caliber available 
for land service. 

An idea as to the ballistics obtained from the smooth-bores may be 
obtained from the following: 10-in. round projectile weighs 125 lb.:; 
10-in. powder charge weighs 25 lb.; 15-in. round projectile weighed 450 
lb.; 15-in. powder charge weighed 130 lb.; powder pressure was about 
25,000 Ib. per sq. in.; range at 20° elevation, 3.75 miles; muzzle velocity, 
1700 ft. per sec. : 

The first system of rifled guns introduced into the United States was 
called the Parrott; they played an important part in the Civil War. 
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There were several failures in the larger calibers and they demonstrated 
the unsuitability of cast iron for rifled guns. These guns remained in 
service for 25 or 30 years and were gradually withdrawn. 

’ In 1872, a Heavy Gun Board was appointed to meet in New York 
City for the purpose of examining such m@dels of heavy ordnance as 
might be brought before it, and of reporting to the Chief of Ordnance 
such models as might be selected for experiment. The Board examined 
forty models and inventions and selected nine for trial. They were 
arranged in order of merit by the Board as follows: 

Muzzle-loading gun: Dr. W. E. Woodbridge; Alonzo Hitchcock; 
cast-iron guns, lined with wrought iron or steel tubes. 

Breech-loading guns: Friederick Krupp; E. A. Sutcliffe; Nathan 
Thompson; French and Swedish system. 

Miscellaneous: H. F. Mann; multi-charge (Lyman). 

The Ordnance Department was occupied for the next ten years in the 
construction and trial of these guns. The Krupp’s gun was not procured 
as the War Department did not see fit to comply with the conditions 
which necessitated the purchase of a number of guns in case the trial gun 
proved satisfactory. It was intended to test the Krupp breech mechan- 
ism with this gun but the breech mechanism was tested later. 

The Hitchcock gun was to be made by welding together disks of 
wrought iron to form a solid 9-in. gun. After three years of work at 
Springfield Armory, under supervision of the inventor, the project was 
abandoned as being too difficult and costly to be practicable. 

No provision was made in this period for a trial of the French and 
Swedish systems. 

The Mann gun considered by the Board was an 8-in. breech-loading 
rifle already in possession of the Ordnance Department, which had been 
fired about 50 rounds. 

The Woodbridge gun was a 10-in. wire-wound gun. Doctor Wood- 
bridge first presented his plan to the War Department in 1850, which 
established his claim to priority for the idea. A 2.5-in. gun constructed 
by his plan was tested at Springfield Armory in 1865. After 1327 
rounds, the firing was stopped because of a defect in the trunnion band, 
the gun itself being uninjured. The gun decided upon by the Board 
was a 10-in. muzzle-loading rifle consisting of a thin steel tube strength- 
ened by wire wound on its exterior surface, tube and wire being subse- 
quently consolidated into one mass by a brazing solder melted into the 
interstices. The gun was completed in 1876. Proof firings were not 
very convincing and the gun parted longitudinally after 93 rounds. 
However, the Ordnance Department was impressed with the idea and 
later made several breech-loading guns with more success. 

The cast-iron guns lined with wrought iron or steel tubes were really 
converted Rodman smooth-bore guns, as the 10-in. smooth-bores were 
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becoming obsolete on account of the increasing armor thickness of naval 
vessels. Several guns were tried, using both steel and wrought-iron 
tubes. The steel tubes appeared to be better and the government 
placed an order with the Midvale Steel Co. for fifty steel tubes. This 
was the largest order for steel forgings that had been placed in the United 
States up to that time. A special grade of steel possessing great ductility 
was required and the Midvale company supplied the tubes with satis- 
factory physical properties. Later, tests with the steel-lined guns gave 
better results than had been obtained before. 

Certain tests with converted 8-in. and 11-in. guns, using the Krupp 
breech mechanism, met with failure, which was the result of a square 
corner machined in the steel tubes to receive the Krupp breech mechan- 
ism. Many people blamed the Krupp mechanism for the failures, but 
most people, not knowing the true conditions, blamed the failures on the 
use of steel in gun construction. This opinion was general even among 
officers of the Ordnance Department. So it was an uphill struggle for 
several years to prove that the best metal for gun construction was steel. 

The Lyman’s multi-charge gun was a freak gun. It had very thick 
walls, which contained pockets along the bore for powder charges; the 
idea being that as the projectile passed over each pocket, the powder 
would ignite and exert an additional pressure upon the bore of the pro- 
jectile. This gun was clumsy and unsatisfactory and was never seri- 
ously considered. 

The E. A. Sutcliffe gun was a 9-in. breech-loading rifle which essen- 
tially was a cast-iron body with a comparatively thick steel tube inserted 
from the rear and terminating at the front of the blocks. In the rear of 
the block, the cast-iron body was bored and threaded to receive a hollow, 
thread-screw sleeve, which supported the block from the rear and through 
which the charge was inserted. The tests gave no measure of the strength 
of the system as only 26 rounds were fired, when the project was 
abandoned on account of a lack of funds. 

The Thompson gun was a 12-in. breech-loading rifle. It had a cast- 
iron body, of the usual Rodman design, in which was inserted under a 
slight shrinkage a thin steel lining that extended through the bore and was 
secured by a screw thread at the breech end. It was incomplete when 
received at the proving ground and in this condition was fired two 
rounds. A lack of funds prevented further testing. 

As for field guns, the Dean 3.5-in. mandreled, bronze gun was pro- 
cured in 1877 and trials were made at Sandy Hook in 1882. This gun 
was subjected to a firing test of 50 rounds, which so far as it went, proved 
the excellent quality of the material; but it was a muzzle-loading gun 
made after a design already out of date. Also, the introduction and suc- 
cessful use of steel in new construction operated against the extension 
of the system. This system of manufacture was an early form of the 
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present-day idea of cold working of metal and is interesting to us. 
for that reason. 

The inventor, Mr. Dean, was from Boston and he secured patents on 
his process in this country, France, England, and Austria in May, 1869. 
In a report to the Chief of Ordnance, in 1869, he described his experiments 
showing a gain in the elastic strength, density, and hardness obtained by 
forcing a series of cylindroconical mandrels, gradually increasing in size, 
through a hole in a block of bronze 8 in. long, representing the breech of 
a 12-pounder. The hole, which corresponded to the bore, was increased 
in size from 2.375 to 2.5 in.; or an expansion of 5.26 per cent. The tensile 
strength of the metal was increased from 27,238 lb. per sq. in. to 41,471 
Ib. and the hardness was increased from 1.00 to 2.97. 

Many people have been under the impression that this idea of 
mandreling bronze guns originated in Austria, but official records show 
that it was not until 1873, or four years later, that Colonel Uchatius of 
Austria adopted this method for improving bronze guns; undoubtedly, 
he obtained the idea from Mr. Dean’s experiments. In some of the 
reports of Uchatius, he describes a bore increased from 3.15 to 3.42 in. 
or an increase of 8.57 per cent., by the same method employed by 
Mr. Dean. 

About 1885, Armament and Ordnance Boards came to the conclusion 
that the solution of the gun problem was the adoption of a built-up gun 
of forged steel; also that the industry of making forged steel for such guns 
should be established. This policy has since been carried out and all 
the major caliber guns nowin service are of either the built-up or the wire- 
wrapped type. 

A few cast-steel guns were made about this time, using a different 
method for obtaining an initial compression of the bore. A solid cylinder 
was first cast and cooled. The cylinder was bored out and then heated, 
and the interior was cooled rapidly, thus securing a small initial compres- 
sion of the bore. However, the forged steel gun was adopted after a 
long struggle and results obtained by physical tests, about 1885, show 
that a good grade of steel was then in use. One of these tests gave the 
following results: Modulus of elasticity, 30,000,000 lb. per sq. in. ; ultimate 
strength, 90,000 Ib. per sq. in.; elongation, 20 per cent. 

In Fig. 8, is shown the 16-in.; 50-caliber gun firing the first trial shot 
at an elevation of 20°; the notation underneath this figure may be mis- 
construed as firing at an elevation of 54° is mentioned, which angle would 
bring the gun much higher than shown in this picture—54° is the eleva- 
tion to which the gun must be set to obtain its maximum range of 31 miles. 


Cuartes McKniaut, Jr., New York, N. Y. (written discussion).—Not 
mentioned among the early foundries of the country was the forerunner 
of the Fort Pitt Foundry. The first iron foundry to be located in Pitts- 
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burgh and, as far as can be ascertained, the first to operate west of the 
Allegheny Mountains, was that organized by Joseph McClurg in 1803. 
A few years later, the firm name was changed to McClurg & McKnight, 
and still later to the Fort Pitt Foundry. From its inception, it was 
engaged in ordnance work for the government; and during the war of 
1812, guns and cannon balls were made, of which the larger part went to 
equip and supply Perry’s fleet on Lake Erie. This foundry continued to 
be a source of supply for ordnance, and guns cast here were used in both 
the Mexican and Civil Wars. During the latter war, the foundry made, 
according to the president of the present firm, 2038 guns, ranging in size 
from 414 to 20 in. The largest of these weighted 116,497 lb. and was 
designed to throw a 1000-Ib. projectile. While the company passed out of 
the hands of the founders’ families, the president and one of the board of 
directors of the present concern are descendants of the pioneer foundry- 
men. A few years ago, when excavating in the foundry, a stove plate was 
uncovered bearing the firm name, the date 18138, and a design symbolical 
of Perry’s victory. 

The authors show that after the findings of the Endicott Board were 
published, about 1885, the manufacture of iron guns ceased. However, 
those who saw the fighting in France will remember encountering, 1 or 2 
km. back of the line where the 75’s crouched and sprang like spitting cats, 
heavy howitzers mounted on obsolescent gun-carriages and manned by the 
philosophical and bearded reservists, who received with the same stoical 
shrug the offerings of war and their daily “pinard.’”’ Many of these guns 
had cast-iron barrels and usually were lined partly or in whole with steel 
tubes, which were rifled. The caliber, most frequently either 190 or 240 
mm., went as high as 320 mm., despite which the guns seemed to give good 
service and stand the stress. ‘These weapons were not modern, and were 
only used as a last resort when the demand for artillery was enormous and 
the industrial facilities of the country swamped. 

From France also came the newest step in gun construction. During 
the war, the French ordnance department developed what it called 
“auto-frettage.”’ By this process, guns are built of one piece (the 
so-called monobloc construction) and submitted to an internal hydraulic 
pressure, which expanded the material radially and stressed it beyond the 
elastic limit so that the metal took a slight permanent set. This, as 
cold working, resulted in an increased tensile strength, and made hoops 
and wiring unnecessary. Recently, the publication of our own Ordnance 
Department suggested that by this method spare tubes for field pieces 
could be prepared and the pieces retubed in the field, obviating the neces- 
sity of a trip to a distant armory for renewal when wear and erosion had 
used up the old tube. 

In concluding, it might be pointed out that the development of the 
present alloy steel was originally due to the use of alloy steels in guns and 
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armament. Following Riley’s work in 1889, the United States Navy, 
Sept. 18, 1890, at Annapolis, tried out armor plates, simple and 
compound, of wrought iron and steel. In this test, the steel plates con- 
taining 314 per cent. nickel submitted by the Schneider (Creusot) firm so 
far out-distanced all other plates that their adoption by all governments 
became practically imperative. One authority went so far as to state 
that by the test the whole British navy was rendered obsolete, as it was 
at that time protected by a compound plate that proved extremely 
inferior. The test had justsuch an effect as did, years later, the launching 
of the British ‘‘ Dreadnought.” 

In the ensuing race for supremacy between gun and armor plate, the 
guns quickly adopted nickel steel and, under the careful supervision of 
Army and Navy officers, alloy steel was developed to a continuously 
higher plane. Thus, with the coming of the automobile, the engineers 
found at hand the alloy steels, without which self-propelled vehicles would 
have been almost an impossibility. 
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Blast-furnace Practice in Alabama 


By H. E. Mussry,* Woopwarp, ALA. 


(Birmingham Meeting, October, 1924) 


Wuen the American Institute of Mining Engineers visited the 
Birmingham district in May, 1888, the four Ensley furnaces (Fig. 1) then 
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Fig. 1—BLAST-FURNACE DEVELOPMENT IN ALABAMA. 


completed were referred to as monumental.!_ Their dimensions are given 
in Table 1. Mr. Gordon stated, with considerable satisfaction, that on 
the preceding day one furnace had produced 165 tons. The blast was 


* Superintendent of Blast Furnaces, Woodward Iron Co. 
1 Fred. W. Gordon: Large Furnaces on Alabama Material. Trans (1888-9) 
17, 135, 
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22,000 cu. ft., the temperature 1400°, and the pressure varied from 8 to 9 
Ib. The furnaces continued in operation, with minor modifications 


TaBLE 1.—Dimensions of Blast Furnaces in Alabama 


> | fe | 2 SCRE 
J ae eee Ee llbacz 
Papers | ams ~3a | m8 
| oe. g6'7| ge | gee | ge 
Height of stack, feet............,. | 80 | 86.625 90 89.66 96 
Hearth diameter, feet............. | 10.5 14 15; Beehive 7.5 yh) 12005 
Boshediameter,ffeet-ciee teen. 5 i) 320 20.75 22.5 21.5 25 
Stock-line diameter, feet............ 16 | 14 16) MAbs 1G) BE17, 
Bell diameter, feet... 050... .0..05.. hed a oy and t 12 12 13 
Bosh angle, degrees............... 80 74.42 75 79.45 78 
Capacity, cubic feet..............., 15,300 | 16,372 | 23,211 | 21,627 31,200 


* Height from center line of iron notch to top of platform. 


from time to time, until the blowing in of No. 6 Ensley, April 26, 1905. 
The results obtained from this furnace, the dimensions of which are given 
in Table 1, were so satisfactory that No. 5 was rebuilt to virtually the 
same dimensions. Later the No. 3 furnace was constructed to the dimen- 
sions given in Table 1; the next largest furnace then was the remodeled 
No. 1 Woodward Iron Co. stack. 

During its first year, the following results were obtained from the No. 
1 Woodward furnace: 


JANUARY FEBRUARY Marcu 
Average daily tonnage of iron................ 479 442 469 
Average cubic feet of blast.................. 59,520 60,842 62,225 
Average pressure, pounds..............+..-- 22 217 20.5 
Average charge of ore, pounds 
iWoodwarderedioreweeey-me steels ane... 27,600 21,886 22,729 
Reding? ee wit eek we eee... 1,734 7,368 5,193 
ON e art ae le os ie 386 1,000 1,000 
Average charge of scrap, pounds............. 81 121 300 
Average charge of coke, pounds.............. 14,000 14,000 14,000 
Average charge of stone, pounds............. 1,728 2,097 1,997 
Average number of charges per day.........-. 97 92 99 
2.12 2.17 2.08 
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This shows that the daily output had increased virtually 300 per cent. 
over the figures given for the plant of 1888. This furnace has been 
exceeded in size by No. 1 Ensley, the dimensions of which are given in 
Table 1. The production of this furnace is reported to have reached 
about 17,000 tons for the month. It would seem therefore that the 
term “large furnaces” is entirely relative, and that the determination of 
the ultimate size and shape of the furnace is still in process of solution. 
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Raw MATERIALS 


Iron Ore 


The important iron industry that has been developed in the Birming- 
ham District has depended, and will depend on the Clinton iron ore of Red 
Mountain as a source of ore supply. Regarding these ores, Ernest F. 
Burchard says: 


The structure and mineralogy of the Clinton ores are closely related features of 
the deposits. The ore with its associated minerals occurs in lenticular beds analogous 
to strata of sandstone, shale, and limestone, and interbedded with such rocks. 

The fossil ore consists of aggregates of fossil organic forms such as bryozoans, 
erinoids, corals, and brachiopods. These forms were evidently at one time prin- 
cipally calcium carbonate, and they have been replaced partly or wholly by ferric 
oxide. The fossil material, much of which consists of broken and waterworn frag- 
ments, evidently was gathered by the action of waves and currents into beds, and 
subsequently cemented together by calcium carbonate and ferric oxide. More or 
less clay material has been likewise included in the beds during their formation, and 
this commonly exists as thin seams of shale. 

The oolitic ore consists of aggregates of flat grains with rounded edges, somewhat 
of the size and shape of flaxseeds. These grains generally lie with their flatter sides 
parallel to the bedding planes of the rock, and the mass is cemented by ferric oxide 
and more or less calcium carbonate. ‘The flat grains have a nucleus of quartz, gen- 
erally very minute, about which successive layers of iron oxide and, in many instances, 
very thin layers of silica and aluminous material have been deposited. One of the 
two varieties of ore generally predominates in a bed, but in certain localities the fossil 
and oolitic materials are mixed in nearly equal proportions. The fossil ore, where 
unweathered, as compared with the oolitic ore in the same condition, is apt to be 
the more calcareous, while the oolitic ore may carry higher proportions of silica and 
alumina. 

A characteristic of the Clinton ore that is secondary rather than original is that 
where weathered or acted upon by surface waters the lime carbonate is dissolved out 
of the beds, thereby increasing the content of iron oxide, silica, and other constituents 
proportionately. Such altered ore is popularly termed ‘“‘soft ore,” and appropriately, 
too, for where altered it is usually porous and friable as compared with the unaltered 
material, which is termed “hard ore.” The alteration of the ore beds takes place 
along the outcrop and to distances of a few feet to 400 ft., depending on the altitude 
of the beds and on the thickness and permeability of their cover. The quantity 
of the soft ore is small as compared to that of the hard ore, and owing to its higher 
content of iron and its greater accessibility, much of the soft ore has already been 
taken in mining, so that in the future the reserves of this variety of ore will steadily 
decrease in importance. 


It may be stated, in a general way, that the average composition of 
the ore of a given mine is fairly constant, but the character of the ore 
changes from the ideal self-fluxing grade, which is in the zone near 
Reeder’s Gap, the silica slowly increasing in the vein, either north or 
south of that point. A similar variation also occurs in the lime content. 
Typical analyses, selected from various points along the mountain, are 
given in Table 2, These analyses represent the ‘hard ore” as the 
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remaining “soft ore” represents a comparatively small tonnage and 
does not occupy the prominent position it did in the earlier days of iron- 
making in the district. An important step was taken about 15 years ago, 


TABLE 2.—Typical Analysis of Hard Ore 


le Als ol ee An a i Rca ge 
| 
Muscoda No. 4 (T. C. I. & | 
ROR) Coy eee a, | 34.23 | 10.59 | 3.13 | 19.62 | 0.16 | 0.29 | 0.34 
Fossil No. 7 (T. C. 1. & R. R. | 
Co) See eee eee hs6.42°] 11.71 | 2.83 | 17.51 | 0:17 | 0.33 | 0.31 
Ishkooda No. 12 (T. C. I. & | 
Ho RucCine tee tee oe | 37.27 | 16.76 | 2.94 | 14.03 | 0.17 | 0.38 | 0.55 
Spaulding (Republic)........ | 37.44 | 21.32 | 3.31 | 11.09 | 0.16 | 0.30 
Raimund (Republic)........ BYR | TPG sy | Staaten | ho) ys Daal P43 
Woodwarda..e renee SoOsCOmell 940s. 0s) 16.93) i Oldie 0.28 
Redding (Woodward)........ 39.62 | 13.60 | 3.12 | 13.75 
Ruffner (Sloss)...........-. | 36.91 | 21.16 | 4.47 | 9.78 


when the ore was much more finely crushed. The standard setup for 
crushing hard ore would show, approximately, the following screen 
analysis. The ore is received at the furnace as run of crusher; no 
attempt has been made to grade by screen sizing. 


Per Cent. 
(COTGRG LOU SIe el DPI oe cs te aes oce-4 cubes siete 2's 37 
14 Wao cicadeo dob Ot 0 BiG Die US CLO EL Nes CIEDOR ICI CRR ee a se 9 
MGM, ie ae CS aR Ob 6 GO SND 6 EO a ar 14 
TEE Tite osu o.a'n ib Bite ble, Grete en Renee On AERC ees en nen Sea 26 
DT aE Ee AG hc elas, sale eue ere tooielere oa) asecd Cleve 10 
GH Niles s bo 4 a. tid gkg Riese ae AEe CSRS RO OR ieee aa 3 
eT a RE ee Ora TE re OT MSS go ola ile albienss aha labo ailayeiye ove 1 
100 


The Red Mountain ore is a hard compact mineral and, as shown by 
Dr. J. R. Harris, the moisture ranges between 0.5 and 0.6 per cent.; it 
rarely exceeds 2 per cent. The brown ore, which is a limonite, occurs in 
clay pits from which it is removed, after stripping the overburden, by 
means of asteam shovel. The nodules, or lumps, occur embedded in the 
clay, and the quantity of material removed per ton of ore recovered may 
range from 2 to 6 tons. The clay is loaded in drop-bottom cars, from 
which it is dropped into a bin, supplying a log washer. All dornick is 
passed through a Gates crusher, which reduces it to about 4 in., before 
passing to the washer. Revolving logs, meeting an adequate supply of 
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water, tear loose the adhering clay, which is washed away by the current 
of water. The ore is then discharged from the upper end of the log, 
after which it drops into a revolving fine screen, where jets of water, under 
high pressure, remove any remaining clay particles. The analysis of the 
brown ores is exceedingly variable, even at the same pit. A fair stock- 
house sample would be represented by the following analysis, although 
much richer and somewhat poorer ores have been used. 


PER PER 

CrEnt. CrntT 

Hydroscopie water. er eee er OO tee A ITS gear soe 2 eee 3.61 

Gombinedi water] ..: eration: GOO WIIG 2 te tc eee eee eee 0.84 

IMetallic’ronerc eniae eee AS254 eEHOSPHOLUS Ae > 2 ne cae ie eee ee 0.38 

SildGger. 5 Ware hs 6, hee ho enter nets Ate QD Mi Sulfur: cox. ccc nee eee 0.09 
Flux 


The use of limestone as a flux has been virtually discontinued by the 
furnaces of the district. It is difficult to obtain a limestone low in silica 
content within a favorable freight zone, and it is believed that a 
dolomitic slag is preferable for smelting the red hematites, which has 
resulted in the almost exclusive use of the latter as a furnace flux. Large 
deposits of dolomite easily available in the district have about the follow- 
ing composition: 


Rock woop 

DotomitEe A, Dotomite B, LIMESTONE, 

PER Cent. Perr CEntT. Per Cent. 

P¥ON'S Se eee eee he ae RE Uae eats 0.14 0.67 

Silitas donee coe ac Oe Se See eee Peres 0.41 1.20 1.10 
PW hohoahlal: hess eu nei a et eg a td 0.28 0.69 0.93 
j Brine: Wares POM Eater adorrin Serta a noite cigs Oke 31.51 31.48 97.92 
Magnesia hor ces joer ore earner Cee terete 20.19 19.74 0.05 


The quarry size dolomite is passed through a No. 8 Gates gyratory 
crusher, which reduces the product to about 4 in. In some cases, the 
crushed stone passes over a grizzly, which takes out fines below 14 in. 
These fines are then washed, for the removal of fine material, and the 
finished product is used in the open-hearth furnaces. In other cases, 
the run-of-crusher material is sent direct to the blast furnace. 


Coke 


The coke is made largely in byproduct ovens, of which two types are 
in use; 7. €., Koppers and Semet Solvay. Coke from either isa very satis- 
factory fuel. The cell volume shows a wide variation, depending on 
coke-oven practice. For instance, it is possible, with Pratt coal, to 
develop a coke showing about 33 per cent. porosity, while treated under 
lower heats, and a shorter coking time, the same coke will develop as 
high as 53 per cent. porosity. The coke that seems to produce the most 
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satisfactory results at Woodward is one having a porosity of 4214 to 
44 per cent. 

It is our practice to screen coke over a 34-in. grizzly, passing this 
product over a %4¢-in. revolving screen, the undersize being utilized as 
fuel under the coal-mine boilers, while the oversize is returned as made to 
the furnace. Others classify the oversize as ‘‘domestie,” and dispose of 
it on the market as such, while the fines are used in the boilers. 

The coke is derived from two main coal supplies—the Pratt seam, in 
the Warrior coal field, and the Big seam. In the earlier days, coke was 
made from unwashed coal, but the ash and sulfur contents were so high 
that washers were installed; they are now regarded as a necessity through- 
out the district. In the case of Pratt coal, the ash content after washing 
will run from 4 to 54% per cent. 


Pratt Spam Bic SEAM 


(Woopwarb), (SLoss), 
Prr Cent. Prr Cent. 

Wola tilesmatterse ee warner eras 2b eis rts x65 lersesiecie 4% 1.00 1.61 
Wayb-g278 PY NY NOME A gS Come nyeeoe 5 eso, ee Ae meee 88.70 85.438 
UNS) Teldeg ae taaiena’s BA Vos ava’, aad 5 aes eee ne ne 8.71 12.96 
Sulla eer oe ae ee ONS eT aS. Sst oes racy 1.00 0.80 
HOS PUOLIS eee eee ier eRe RA ce Seite OSE 6 0.004 
JEReVRO STAN bce era he Oo Shs, ees Ae ee ee Pr 42.3 44.00 
Shabienrs eye. eee pees one hte awk. cicteyan fhys 69.8 


Slag 


Typical slag analyses, using dolomite as a flux, when making foundry 
and basic grades are approximately as follows: 


Founpry, Basic, 

Perr Cent. Par Cent. 
mated. et) I PS Sd. Se ass 36.90 34.55 
INTDPatitts4 go oe Hh oes be Beles oO 5 pe ee oer eee ee 12236 11.34 
GTI) Gece ae ee een ee Ne ae glee Mle g 44.10 45.60 
WUNENS a 3 Secon 5 aa ade ee Ree One ela ee een 4, 52 6.21 
MELLOUS TOXIC CSM ete oe a especie slag ne bis 0.56 0.77 
SPUD T Re 5: plese aie: Geena sent sees A ae a ane 1.56 De 


The slag is disposed of by means of the standard slag ladle, and, after 
solidification, is marketed as ballast or concrete material. A very small 
tonnage is granulated and used in the manufacture of cement. 


Pic Iron 


The product of the furnaces may be roughly divided into two divi- 
sions: The first would include the various grades of foundry iron, while 
the second would represent the steel-making or basic iron. For many 
years, the output was confined to foundry grades only; but during 1895, 
the Tennessee Coal, Iron & Railroad Co. secured an order from the 
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Carnegie Steel Co. for a trial lot of basic iron. This experiment demon- 
strated that basic iron could be successfully made from Birmingham ores 
and resulted in the erection of a small, experimental, steel plant, which 
produced a satisfactory open-hearth product and which was later followed 
by the larger steel plant at Ensley. The district, from that time, has 
continued to produce basic iron, not only for home consumption but for 
the Northern markets. Ferromanganese, also, is produced in one or more 
of the local furnaces. A low-phosphorus iron, known as ingot-mold iron, 
is also made from a mixture consisting almost entirely of steel scrap; this 
product finds a local use at one of the steel mills but is not offered as a 
market product. 


Stock DISTRIBUTION 


With the increasing size of furnaces, the hand-filling method had to 
be abandoned and a number of mechanical tops have been installed, with 
more or less success. Perhaps the Brown top, as installed at Ensley No. 
6, in 1905, represented the introduction of the more modern type, 
although there were some in the district prior tq that time. The life of 
the lining was not regarded as satisfactory, and the cost of maintenance 
and loss of time because of frequent repairs led to the development of the 
Crockard top, which is now installed on the six Ensley and the three 
Woodward furnaces. The Woodward furnaces (Fig. 2) are single-skip 
furnaces, whereas those of the Tennessee company are double-skip. 
For this reason, the Woodward tops, while representing a simplified form 
of construction over the original Ensley tops, must provide movable 
deflecting plates over the upper bell, to minimize segregation, which is 
not strongly in evidence with the double-skip top. These baffle plates, 
on either side of the central bell rod, split the charge on the principle of 
the well-known sample riffle. Between skips, each baffle is automatically 
rotated 90°, and a half skip load is then directed to alternate quarters of 
the furnace, thus avoiding the possibility of any section receiving an 
excess of fines. The rotation of the baffles (Fig. 3) is effected by small 
steam cylinders, which are interlocked with the little bell cylinder, making 
the operation automatic. The mechanism has proved very satisfactory 
and requires no other attention than the periodic replacement of the 
wearing plates. The spout of the distributer moves through 64° per 
skip trip. 

No. 3 Ensley furnace, operated with this top, produced on its first 
lining 1,429,788 tons, which is probably a world record. In producing 
this tonnage of iron, probably about 6,148,000 tons of material passed 
through the furnace. No. 2 furnace, a sister stack, blown in shortly 
thereafter, produced 1,196,000 tons. No. 2 Woodward was equipped 
with this type, and blown in Oct. 7, 1921. The production to date is 
397,543 tons of iron, with every indication of an indefinite run, as the 
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pyrometer readings recorded daily in the upper stack section show little 
change in temperature over that of the first month’s operation. 
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Fig. 2.—SmpE ELEVATION OF TOP FOR No. 3 WOODWARD FURNACE. 

The Pioneer furnaces of the Republic Iron & Steel Co. are equipped 
with modified McKee tops, which were installed some years ago. The 
later design may be seen at the North Birmingham furnaces of the 


Sloss-Sheffhield Steel & Iron Co. 
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THICKNESS OF LINING 


The stack lining has varied from 9 in., in the case of the water-cooled 
jacket of the thin lining, to 54 in., with the solid heavy wall type. Our 
practice carries a 4014-in. wall, with an inwall batter of 55/64 if The 
stock line is protected with cast-iron plates (low silicon and high sulfur) 
embedded in the brickwork. These plates are spaced vertically 9 in 
apart, for a distance of 8 ft. in the throat. Thése blocks are 3 in. aes 
and 2214 in. wide, and run about 12 to a complete circle. The anes 
ment, which has proved satisfactory, is shown in Fig. 4. 
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Fic. 4.—ARRANGEMENT OF STOCK-LINE ARMOR. 


BosuH PROTECTION 


It is the practice, with the larger furnaces, to use the bronze cooling 
plate in a cast-iron housing. In the rows near the tuyere zone, it has been 
found necessary to cool the housing by means of a pipe coil. The 
tuyere zone is protected by a heavy cast-iron or steel “‘spectacle”’ belt, 
strongly banded and linked, and through which at suitable points 
bronze plates are introduced for cooling those sections between the 
tuyeres. This construction very satisfactorily resists the severe action of 
the large slag volumes, with which Southern practice contends. 
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Hearty PROTECTION 


The hearth is enclosed either in heavy iron sections, ranging in 
thickness from 8 to 10 in., with machined joints, which are held by shrink 
links and bands, which are cooled by water sprays, or by the thinner cast- 
steel sections, usually 414 in. thick, which are held by machined bolts 
and bands. Wells are either wet or dry. 


Dust CATCHERS 


The satisfactory dust catcher constitutes an unsolved problem. The 
usual primary dry dust catcher is sometimes supplemented by one or 


Fig. 5.—DoveEt GAS CLEANER. 


more dry dust catchers in which separation is effected by current reversals. 
The Mullin washer has been used at several plants and unquestionably 
removes a large quantity of dust that passes the primaries. The loss in 
sensible heat is not appreciable. 

A form using a relatively small quantity of water and not greatly 
reducing the temperature has been developed by Mr. Dovel, gen ral 
superintendent of the Sloss furnaces; it is shown in Fig. 5. This cleaner 
has a maximum diameter of 9 ft., is 7414 ft. long, and is set with a fall of 
lg in. per ft. There are two parallel longitudinal troughs, over the 
center of which are placed two baffle plates. The centrifugal action of 
the gas throws the dust into these troughs, while a stream of water 
continuously removes the deposited dust. A test made at the City 
furnaces of the Sloss company showed a dust content in the raw gas of 
7.34 gr. per cu. ft.; after passing through the cleaner the gas carried 0.59 
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gr. The average flow of gas was 43,920 cu. ft. per min. The average 
temperature drop was 43°, representing a loss of 12.9 per cent. of the total 
sensible heat; 310 gal. of water were circulated per minute. Mr. Dovel, 
in a personal letter, advises that “one set of these stoves had 416 years 
continuous service, at high temperatures, and they are ready to start 
another blast without any repairs whatever.” This cleaner is now in 
service at eleven furnaces. 

Several dust catchers of the whirler type have also been installed. 
Due to the comparative scarcity of water, it has not been possible to 
install any of those types in which large volumes of water are necessary 
for the successful removal of dust and moisture. 


STOVES 


Stove types are as numerous as the furnace plants. They include 
the two-, three-, and four-pass types. The most recently constructed 
stoves are 22 ft. in diameter and 110 ft. high; they are of the two-pass 
type. High heats are desired and 1400° to 1500° has been carried only 
because the stoves would not permit higher temperatures. 


Stock YARDS 


The stock yards are much simpler than those of the Northern plants; 
first, because of the milder winter climate, and, second, the furnaces are 
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Fic. 6.—CROss-SECTION THROUGH STOCK TRESTLE, WOODWARD TUNNEL SYSTEM OF 
ORE STORAGE. 


near the ore supply. Where space is available at the ore mines, it is an 
easy problem to stock large piles from which recovery may be promptly 
made by steam shovel into the ore cars, which reach the furnace in a few 
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hours. Fig. 6 shows an interesting stock-yard development made by A. 
H. Woodward, chairman of the Woodward Iron Co. This plan, which 
commends itself for simplicity and low cost of installation and mainten- 
ance, may be found at Woodward, at the North Birmingham furnaces of 
the Sloss company, and the Pioneer furnaces of the Republic Tron & 
Steel Co. Other installations have been made outside of the district. 
There is only one stock-yard gantry crane in the district. 


Cast Houser 


Most of the foundry furnaces run the cast into either sand or chill 
molds. The molding machine described below? is in use at the Wood- 
ward furnaces. It is shown in Fig. 7. 
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lig. 7.—PiG BED MOLDER. 


After the previous cast has been removed, the bed is thorou 


ghly wetted down by 
an overhead spr. 


ay system that is easily controlled and that gives a uniform soaking 
to the sand bed. This wetting puts the sand in proper condition for molding and 


incidentally exposes any pieces of iron or scrap on the surface of the sand. These 
are removed before the operation of harrowing. 


°F. J. Crolins: Straight Line Production. Blast Furnace and Steel Plant 
(1924) 12, 267. 
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: The harrow consists of a rectangular frame having an 8-i 

pipe for the front member, a 90-Ib. rail for the rear ee si 2 edema 
of %4 by 6-in. flats bent in the form of sled runners; hee prevent the teeth from 
digging too deeply into the sand. The teeth bolt through the 8-in. pipe at 5-in 
spaces and are set to loosen the sand to a depth of 9 to 12in. The rail rear tsiiber 
smooths the bed and helps to grade the bed to desized level. About two trips are 
made over the entire length of bed with the harrow, which is the same length as the 
width of the bed. The harrow is dragged through the sand toward the furnace and 
carried back over the sand by the cast-house crane. 

The roller is now dragged over the sand leaving a series of perfectly molded 
imprints of pig bed and sow, each identical with the others and exactly spaced. The 
roller is not truly cylindrical but is more nearly a four equal-side figure whose sides 


. ral 
2 ~ | 


Fic. 8.—DovEt PIG BREAKER. 


are cycloids. Each side comprises a bed and carries a sow mold running the whole 
length with 28 pig molds attached thereto. The pig molds are so formed as to 
leave a minimum neck joining the pigs to the sow and to form a notch in center of 
pig to facilitate its being broken. 

After the roller has traversed the length of cast steel, the bed is ready for the cast, 
the only hand work necessary being to connect the sows at their ends to the runner. 

Pig roller iron is smoother, freer from sand, and more uniform in size than that 
made in hand-made beds. The individual pigs are a little lighter. For these reasons, 


foundries prefer it to the old type of pigs. 


The bed of pig iron or ‘‘comb”’ is picked up by electric cranes, and 
delivered to a Ladd & Baker pig breaker, from which the broken pig and 
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sows drop by gravity into gondolas. A somewhat simpler form of pig 
breaker, but one of much less capacity, is the Dovel breaker (Fig. 8) at 
the North Birmingham furnaces of the Sloss company. In this case the 
“eomb” is laid upon a cast-iron breaking bed, while the air-operated 
hammer is traversed by means of the crane. In some of the latter plants, 
the breaker is set high enough to permit the installation of screens, which 
remove the sand that would otherwise drop into the car. 


SUMMARY 


In briefly summarizing the practice of the district, it may be stated 
that Southern practice is disposed to carry higher stove temperatures 
than Northern plants, also, the blast volume for a given size of stack 
is higher. It has been found necessary to overblow Southern furnaces, 
compared with Northern furnace practice, if the same relative maximum 
tonnage is to be realized. Increased production may be expected as a 
result of even larger furnaces than those now classified as large furnaces. 

Furnace lines are still being modified to proportions that are not at 
present regarded as the ultimate or final form. With the more thorough 
cleaning of the gas and adequate stove capacity, still higher average ' 
stove temperatures will be maintained, resulting in lower fuel consump- 
tion and therefore increased production. With the high humidity, as for 
example during portions of last July, when moisture content reached 13 
gr., such conditions may warrant the installation of dry blast plants. 


DISCUSSION 


C. A. Meissnur, New York City.—In 1890 when the furnaces were 
small it was quite hard with these lean ores to obtain a output that would 
approximate the same output in the North. Of course, conditions vary 
somewhat, where you make basic iron, and other branches. We could 
easily run the temperature of our Nerues furnaces up to 1200° to 1400°, 
but our ores will not stand it while your ores do. 

I want to find out later how some of the different gas-cleaning proc- 
esses are operating. The Dovel process seems to be successful and simple 
and there are other processes that seemed to be successful or partly ae 
cessful. Dry cleaning is a great advantage, as the material is left in 
condition to be easily handled. The difference between the dry and wet 
cleaning lies mainly in the fact that wet cleaning leaves the material 
in a condition that is bad to handle. If we could have dry cleaning at 
all these plants, as well as the plants in the North, it would make a great 
difference in the handling of the products. The flue dust is leaner than 
up North, it contains less iron, and more coke and, therefore, is not as 
valuable, 
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The Crockard furnace top is a modification of the Brown top. In 
the North, the question comes up “Had we better try to work with a 
stationary top or with a removable top?” Many of our furnaces are 
equipped with stationary tops and do very good work, others have the 
McKee tops. Some operators prefer one kind and some another. I 
think the general belief is that the rotating fop gives the best distribu- 
tion but no practice, of course, will apply to all plants alike. 

As it takes about 3 tons of your ore to produce 1 ton of pig iron while 
up North the proposition is about 2 tons to 1 ton of pig iron, you must 
handle large slag volumes, and I wonder sometimes if that has anything 
to do with the heat you can carry. 


FRANKLIN H. Crocxarp, Birmingham, Ala.— My experience has 
been that the smaller furnaces burn a great many fewer tuyeres than the 
larger furnaces; that is, on the same coke and ore. Iam inclined to think 
the fusing line in the larger furnaces has something to do with it. In 
our furnaces, the ratio of tuyeres burned is identical with the size of 
the furnace. 


H. E. Mussrey.—In regard to the number of tuyeres burned, it is 
my observation that more tuyeres are burned when the furnace is going 
from hot iron to cold iron, or from cold iron to hot iron, than when making 
uniform grades. The explanation of this is probably due to the change 
of the fusion point. 

As to quality of coke, my experience is that we get the best practice 
and carry most burden when the coke has a porosity of about 42. The 
main reason for this low porosity of coke is that with our low-grade 
ores it is necessary to put a great deal of stock through the stack; to 
accomplish which we must blow a great deal more wind than is the case 
in the North—the low porosity coke enables us to do this. 

As to the size of the furnaces, I believe that the limit has not been 
reached. With large furnaces, it is necessary to blow a great deal more 
wind than is the case with the small furnaces, and the size of the furnaces 
will be determined by our ability to get sufficient stove heat to back up 
the wind. 

The largest furnace in the district is No. 1 Furnace, Ensley, which has 
a hearth diameter of 20 ft. a bosh diameter of 25 ft., and a content of 
about 32,000 cu. ft. This furnace is making about 600 tons of mill iron 
at the present time on about 2600 lb. of coke per ton of iron. Inasmuch 
as the furnace labor will cost about the same for a 300-ton furnace as for 
a 600-ton furnace, the operating cost per ton of iron on a 600-ton furnace 
is about 50 per cent. of the cost on a 300-ton furnace, so that the larger 
you can build the furnace and still maintain an economical practice, the 


cheaper the product will be. 
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The general lines of furnaces with regard to the bosh have changed 
materially from the old days; when they used brown ore largely in the 
burden, the bosh ran up from 20 to 30 ft. above the tuyeres, while in the 
present furnace, the bosh is only from 10 to 15 ft. in height. 


W. H. OxpuaM, Fairfield, Ala—In 1907, I took charge of Alice Furnace 
of the Tennessee company. There was but one blast furnace at this place. 
The work was much more difficult than it is today, as the raw materials 
were poorly prepared and more difficult to get tothefurnace. Astime has 
passed we have developed or improved the raw materials. Also the tops 
of the mechanically filled furnaces at Ensley have been very much 
improved; these two things have enabled us to operate furnaces much more 
uniformly. There have been improvements caused by better knowledge 
of handling the volume of wind blown, this being perhaps one of the 
greatest developments in the practice in this district. For example, if 
the furnace was producing 300 tons of pig iron per day and you were 
expecting 375 or 400 tons out of the furnace and the furnace was capable 
of producing that tonnage, in the early days, it was difficult to get suffi- 
cient wind on the furnace to produce the tonnage. Usually when you 
increase the wind, after reaching approximately 300 tons, the tendency 
is for the furnace to blow through when slowly increasing the wind; we 
found that when we would jump what we term the “critical wind zone,”’ 
we jumped 8000 or 10,000 cu. ft. at a time, causing the furnace to work 
down uniformly instead of by jumps or slips. Then we would have a 
uniform working condition that would give greater regularity with 
increased volume of wind and a more uniform product. A good size 
book could be written on improvements in blast-furnace practice in the 
Birmingham district. 
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Effect of Sulfur on Bincifarnace Process* 


By T. L. JosrepH,{ MuInneapouis, Minn. 
(New York Meeting, February, 1925) 


CHARCOAL was the predominant blast-furnace fuel until 1838, when 
it was found, by the operation of a 2-ton experimental furnace, that 
anthracite could also be used. This information was a stimulus to the 
iron industry, particularly in eastern Pennsylvania where anthracite was 
available at low cost. The production of anthracite pig iron increased 
steadily and, in 1855, its tonnage exceeded that of charcoal iron. Of the 
680 furnaces in operation in 1874, the 226 using anthracite produced 
nearly one-half the total tonnage. In 1869, the production of coke fur- 
naces exceeded that of charcoal furnaces and, in 1875, coke surpassed 
anthracite as a metallurgical fuel. In 1907, the output of anthra- 
cite pig dropped well below a million tons and its present signifi- 
cance is largely historical. In recent years, the production of coke has 
gone hand in hand with the production of pig iron and it has gradually 
attained the position it now occupies as a universal blast-furnace fuel. 

Charcoal, however, has great merit as a blast-furnace fuel chiefly 
because of its freedom from ash and sulfur. The harmful effect of the 
latter and the necessity of keeping the percentage of this element in pig 
iron at a minimum are well recognized. Other contaminating elements 
can be reduced to specified limits in the steel-making process, but the 
control of sulfur belongs essentially to the blast furnace. The purpose of 
this paper is to point out the distribution of this impurity in blast-furnace 
materials and to indicate how its presence alters the composition, 
quantity, and free-running or critical temperature of the slag, and the 
relation between these factors, fuel economy, and the cost of iron. 


Sutrur DISTRIBUTION IN MATERIALS 


Table 1 shows the distribution of sulfur in charcoal practice. Similar 
figures taken from coke practice are given in Table 2. These data were 


* Published by permission of the Director, Bureau of Mines. 
+ Metallurgist, North Central Station, Bureau of Mines. 
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furnished through the codperation of a number of steel companies! and 
producers of pig iron. It is evident that, although there 1s very little 
sulfur in the materials used in charcoal furnaces, about two-thirds of it 
comes from the charcoal and about one-third from the ore. The amount 
coming from the stone is negligible. Approximately 33 per cent. of the 
total sulfur charged enters the metal, while in coke practice this same 
value is less than 5 per cent. 


TasLe 1.—Sulfur Distribution per Ton of Iron in Charcoal Furnaces 
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2 | 0.33 | 33.7 |.0.65 | 66.3 | 0.98 | 498 | 0.11 | 0.55 | 56.1 | 0.29 | 29.60 0.14) 14.2 
3 | 0.42 | 33.0 | 0.85 | 67.0 | 1.27 | 588 | 0.10 | 0.59 | 46.5 | 0.34 | 26.80] 0.34) 26.70 
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* Sulfur in stone negligible. 


Table 2 shows that for each ton of metal made in coke practice an 
average of 1.38 lb. of sulfur is charged with the ore, 19.9 lb. with the 
coke, and 0.33 lb. with the stone. Approximately 92 per cent. of the total 
sulfur charged enters with the coke, 7 per cent. with the ore, and 1 per 
cent. with the stone. Most of the sulfur is disposed of by means of the 
slag, which carries off an average of 86.7 per cent. of the sulfur charged, 
4.63 per cent. being incorporated into the metal. In a number of cases 
the sulfur in the slag and metal exceeds the total sulfur charged. These 
discrepancies are probably due to difficulty in obtaining representative 
samples and partly to errors in chemical analyses. However, the con- 
clusions concerning the value of coke as its sulfur content varies and, 
which will be given later, are based on relations existing between three 
operating quantities, namely, sulfur in the coke, slag volume, and coke 
consumption. The item, sulfur unaccounted for, contains the accumu- 
lated errors of calculations involving the weights of all raw materials per 
ton of metal and the analysis of raw materials and products. Values 
used throughout for slag volumes have been calculated by two methcds, 
the accuracy of which depends largely on the magnitude of errors 
in sampling and chemical analysis. In a few cases the final result may 
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eal 


TABLE 2.—Sulfur Distribution per Ton of Iron in Coke Furnaces 


= 7: 


T. L. JOSEPH 


455 


Ay.|1. 


ORG me es oe ee ions ee | 
ole i, ie |#) |4 | ee || | 28 | gs 
of 2 13s (= len 1@e\a9 | 5 js | @ we leas Sal Bs he 
DP se32/85 | Se Beelgsi@h |e iss | ee) Fy esis 98 | FyS 
S G2 scleee| go leeeles| ge | 8 eas) 82) OS | s2 Oss) Be. | O85 
| Em 28 | Sao | 24 20 es ge al ean os fa ea pan eb bas 
} | | | | | / | | | | 
10.89 2.9028 9094.50.7830.5713661.6222.12 72 350 782.55 + 7.69 +25.10 
2 2.10 1.2714.2585.50.2416.59 9111.4313.00 78.400.764.58-+ 2.83/4+17.02 
3 0.89 3.3624.8093.50.8126.5013891.74 24.20 91.301.104.15 + 1.20+ 4.55 
4.1.28 8.2013.9589.90.2215.45 7981.7013.55 87.700.855.49 4+ 1.05/44 6.81 
5 0.88 3.35 24.6093 70.7626. 24 14671.8126.50100.991 104.19'— 1.36/— 5.18 
6 0.39 2.1917.1096.30.2517.74 9051.3011.80 66 500.693.89-+ 5.25+4+29.51 
100.65 3.5517.4095.00.2518.30 9431.5915.00 82.000.542.95-+ 2.76 -+15.05 
15 0.22, 1.8511.5096.00.2511.97 9211.3812.70106.090.453.76 — 1.18\— 9.85 
16 0.22 1.8011.8096.30.2312.2510621.3314.10115.100.816.61— 2.66 —21.71 
23 2.2612.7715.2086.00.2117.67, 9221.6715.40 87.161.106.22 + 1.174 6.62 
24 2.9016.5514.6082.50.2017.70 9781.3813.50 76.301.196.72+ 3.01+16.98 
25 2.3814.1014.3084.70.2016.88 7531.7513.17 78.000.724.21\+ 2.99-+17.79 
26 3.7818.6116.3580.50.1720.3010611.6517.50 86.200.964.73+ 1.844 9.07 
32 2.2011.6516.4187.70.2118.82 9521.7316.46 87.500.753.98+ 1.614 8.52 
33 2.5315.3013.8583.70.1816.53 8521.8715.95 96.500.633.81— 0.05/— 0.31 
34 1.74 8.8817.6690.10.2019.60 8931.4713.13 66.951.437.30+ 5.04 4+25.75 
4811.85 9.8816.6688.80.2418.7510341.2713.13 71.000.784.16+ 4.84/+24.84 
49 2.4714.5613.9483.80.2216.63 9771.3513.19 79.300.834.99+ 2.61+15.71 
50 2.1010.0518.5988.90.2220.9110441.3614.20 67.900.924.40+ 5.79 427.70 
91.41 7.9316.1590.80.2217.78 9071.8316.60 93.420.925.17+ 0.264 1.41 
12 1.36 8.0615.3090.60.2116.87 7841.8414.40 85.400.653.85+ 1.82+10.75 
11 0.42 2.4016.8296.00.2717.51 9851.2212.02 68.600.673.82+ 4.82 427.58 
421.32 5.6221.8092.80.3523.4711742.2426.30112.051.416.02 — 4.24 —18.07 
43 0.83, 3.3523.7095.60.2624.79| 8732.2719.81 80.001.124.52-+ 3.86+15.48 
21 1.05 3.1232.2095.80.3533.601335 | 
22 2.86 9.1031.4091.00.2334.4911402.0022.80 66.150.451.31 +11.24+32.54 
29 0.71 2.7624.7896.10.2725.7612382.2628.00108.692.047.92 — 4.28 —16.61 
30 0.45 1.7624.4096.90:3125.1612122.1325.80102.141.084.29— 1.72 — 6.43 
311.63 5.9425.5393.00.2927.4512161.8522.50 81.961.415.14+ 3.54 +12.90 
27 0.35 1.0731.8297.50.4532.6216762.3038.50118.020.692.11 — 6.57 —20.13 
39 1.13 3.1035.0095.70.4136.5415051.9028.60 78.300.742.02+ 7.20+19.68 
40 2.17 6.8428.6590.20.9331.7513951.6422.90 72.150.692.17+ 8.16 +25.68 
35 0.31) 1.7716.7595.80.4117.4713731.1115.25 87.301.216.93 + 1.01/+ 5.77 
36 10.31| 1.9115.5195.40.4316.2514161.1816.70102.761.398.56|— 1.84 —11.32 
38 0.30 1.9114.9895.50.4015.6812961.1414.80 94.400.784.97+ 0.10+ 0.63 
38. 6.4919.9091.633.021.6111071.6717.81 86.721.164.63 1.99 8.64 
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be in error as much as 10 per cent. 
as unaccounted for is undoubtedly volatilized. 
at this point, however, that only 4.61 per cent. of the sulfur charged 


may be allowed to enter the metal. 


A portion of the sulfur that is given 


It is important to observe 


Every furnace operator should 


ascertain as accurately as possible the quantity and distribution of the 
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sulfur involved in his particular practice; this information would be 
an important step in determining the best methods of desulfurization. 


Errect or SULFUR CONTROL ON THE SLAG 


In coke practice, the elimination of sulfur is difficult because the 
allowable percentage of sulfur entering the metal is so small. The quan- 
tity of sulfur to be eliminated affects not only the amount of slag that 
must be carried but also its composition. This, in turn, determines its 
free-running or critical temperature. When comparing the slag volumes 
of charcoal and of coke furnaces, allowance should be made for the fact 
that the quantity of ash in charcoalis small. The average slag volume of 
35 coke furnaces is 1107 lb., while the average for six charcoal furnaces is 
only 530 lb. If desulfurization were essential in charcoal operation, it 
would be necessary to charge enough limestone so that the ratio of bases 
to acids would be approximately 1. As desulfurization is unimportant, 
charcoal slags may have a ratio of bases (CaO + MgO) to acids (Al2zO; + 
SiO.) as low as 0.4; 530 Ib. of charcoal slag will contain 379 lb. of acids and 
151 lb. of bases.. To get a neutral slag, it is evident that the slag weight 
per ton of metal would be double the weight of the acids (379 lb.) or 758 
Ib.; this indicates a saving in slag volume due to the use of an acid slag. 
Because of the relatively small amount of sulfur and ash that charcoal 
contains, Sweetser? says, ‘‘It is safe to count on a saving of 400 lb. of 
fuel in favor of charcoal compared with coke.” 

As has been pointed out, the amount of sulfur to be eliminated by the 
slag makes it necessary to adjust its composition, as well as its quantity. 
Slag composition and critical temperature are so closely related that they 
will be discussed together. Table 3 contains operating data from six 
charcoal furnaces and includes the results of several thousand pyrometric 
observations of the slag and metal as tapped from the furnace and of that 
part of the combustion zone visible through the tuyeres. The slag and 
metal, which collect in the crucible between casts and flushes, constitute 
the chief source of heat to that part of the furnace below the tuyeres. 
The theory that slag having a high ratio of bases to acids will increase its 
free-running temperature and produce a hot hearth is one of the old 
principles of furnace burdening. A siliceous slag, such as those used in 
charcoal furnaces, fuses higher in the furnace than would a more basic 
slag. It is therefore heated less because of the short time it remains in 
the preheating zone. The ash from the fuel exerts little influence on 
either the quantity or the composition of charcoal-furnace slags. On the 
contrary, the slag in coke practice, as it exists in the fusion zone, is highly 
basic and remains so until mixed with coke ash released at the tuyeres. 
That part of the slag derived from the coke ash, liberated in the hottest 


> Charcoal and Coke as Blast Furnace Fuels, Trans. (1909) 39, 228. 
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TaBLE 3.—Operating Data from Charcoal Furnaces 
Furnace Dimensions | Charge 
Oth soa » 7+ = AS job tl = 
Anal 
Weiabt of ee pad 
Warnace per Ton of Metal ¢ © ; ae ae 
Bosh | Hearth 
Number Height pe) Dian. | Charcoal Ore 
Feet pier, — } gio 7 
t | , 4 : i 
ae eet | ss ie | Stone,,” fixed Ash, Tron, and 
ounds | pounds 7 Pounds Perdieeet Per | AlsO;, 
| Cont Cent Cent. Per 
| Cent 
1 60 12.0 4069 1931 155 75.90 ies? 50.6 | 10.46 
2 60 12.5 | 6.4 4102 2165 271 74.64 1.00 51.3 8.94 
3 60 12.0 | i Re] 4210 1768 42 79.78 1.03 51.3 9.40 
4 70 12.0 7.0 4250 2160 410 75.61 TO 51.9 8.32 
5 60 11.6 | 6.0 4300 2088 256 77.29 1.26 51.7 8.85 
6 62 | 15.0 | 10.2 4150 1640 269 
| | 
* Bushel of charcoal taken as 20 lb. 
Operating conditions 
Wind | Temperature 
prt / | 
arcoa 
| Pressure, 

Furnace | por pauare Pounds | _ Blast, Top, Tuyere, Slag, Metal, 
Number eaeaen per Square | Degrees F. | Degrees F. | Degrees C. | Degrees C. | Degrees C. 
Area per Inch | 

Minute 
1 4.0 | 950 350 
2 2.49 3.3 920 1682 1454 1405 
. 3 758i if f 4.5 980 450 1611 1485 1413 
4 4.37 5.0 1050 | | 1710 | 1440 1423 
5 2.47 4.0 700 | 1687 1413 | 1398 
6 ites 5.3 1174 | 400 | 1655 1465 1435 
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Metal, Per Cent. | Slag, Per Cent. 
Parence 2 = 7 | : Rode 
ey Si s Mn | P | SiOz | AlOs | CaO |MgO| S Mn | Fe 
| | | i, tae ee eee ee 
eT = aa a raiy a ant j 
1 1.35 | 0.024] 0.50 | 0.184] 54.78 | 11.97 | 22.7 | 2.64 | 1740) |) 1.60) | 87 
2 1.42 | 0.013| 0.55 | 0.186] 43.00 | 18.55 | 32.0 | 2.45 | 0.11 | 1.02 0.19 | 52 
3 1.19 0.015) 0.62 | 0.169) 46.60 | 19.00 | Die is} oak | @sstal yy Alera) Oneal |i 70 
4 1.53 | 0.020] 0.48 ; 0.162) 46.25 17.00 | 24.4 | 9.43 | 0.09 | 2.48 | 0.41 | 112 
5 1.25 | 0.018] 0.54 | 0.175| 47.27 | 19.10 26.3 | 2.68 | 0.14 | 2.64 | 0.21 | 48 
6 1.88 | 0.015) 0.93 | 44.50 | 17.50 | 85.8 | 2.20 | 0.11 ah 
| | | | | 
eee ————————————— 
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part. of the furnace, raises the temperature of the final slag. In coke 
practice, this portion amounts to 20 per cent.; while in charcoal practice 
it is only 5 per cent. 

In the following summary, the temperatures measured at forty-eight 
coke furnaces are compared with the charcoal temperatures given 
in Table 3: 


TUYERE, Siac, METAL, 


FurEu Decrees C. Drcrees C. Ducarees C. 
GOK) fis nusstin is ie ors ays eu eae ete eee ee ee 1708 1526 1472 
GUN ea ofa et NR RR MNS rt ond, iol Sem RAN 1669 1451 1415 

39 75 57 


These temperatures afford the only readily available means of arriving at 
what has been commonly referred to as ‘‘hearth temperature.” It is 
evident that this expression is indefinite for the hearth is often taken to 
refer both to the plane of the tuyeres and to the portion of the furnace 
below this level where the slag and metal collect. It is apparent from 
these figures that the temperatures of the tuyeres, slag, and metal, in 
these two cases, show a general relationship to one another, but it is not 
evident that a decrease in tuyere temperature produces a corresponding 
reduction in the temperature of the slag or of the metal. Although the 
average tuyere temperature of charcoal furnaces is only 39° below that of 
the coke furnaces, the temperature difference is 75° for the slag and 57° 
for the metal. In his study of critical temperatures, Johnson concluded 
that the slag controlled the temperature of the metal. The temperature 
measurements reported here corroborate Johnson’s conclusion. 


SutFrur, Stac VoLuME, AND FurL CoNSUMPTION 


It has been pointed out, by a comparison of charcoal and coke practice, 
that sulfur plays an important role in the blast-furnace process. Oper- 
ators of course realize the advantage in using materials low in sulfur. It 
seems worth while, however, to point out the probable cost of the fuel 
necessary to eliminate about 95 per cent. of the total sulfur entering the 
furnace. The average slag volume of the thirty coke furnaces in Table 2 
is 1107 lb. If desulfurization were not essential, coke furnaces could 
carry as siliceous slags as charcoal furnaces; this would effect a threefold 
benefit—a saving in stone, a lower slag volume, and a lower critical tem- 
perature. The range of slag volumes of the thirty-five furnaces extends 
from about 800 to 1700 lb. It might be suggested that a given amount of 
slag is necessary to proper functioning of the furnace. 

It is recognized that furnaces which are run too ‘‘dry”’ may cause 
considerable trouble if the amount of slag is insufficient properly to main- 
tain the hearth temperature. It is obvious that about 550 lb. of acids 
is contained in the 1100 lb. of the neutral slags recorded in Table 2. 
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If sulfur could be ignored, as is done in charcoal practice, a basicity ratio 
(bases to acids) of 0.4 could be used. Only 220 lb. of bases would be 
necessary to form this slag and the resultant slag volume would amount 
to only 770 lb.—a decrease of 330 Ib. of slag. In addition to the slag 
required in fluxing the gangue and coke ash,,about 300 Ib. of extra slag 
must be used to eliminate properly the sulfur. 

The writer has recently given a relationship which shows® that 0.46 
lb. of carbon is required to melt 1 lb. of slag; this is equivalent to 0.52 Ib. 
of coke containing 86 per cent. fixed carbon. Aside from the cost of stone, 
the elimination of sulfur is directly responsible for 150 Ib. of extra coke. 
On a basis of 2000 Ib. of coke per ton, this is a 7.5 per cent. increase in fuel 
consumption and causes a 7.5 per cent. loss of tonnage. 

In the manufacture of pig iron, 41,976,171 tons of coke was consumed 
in 1921. The sulfur in coke cost the resources of the country approxi- 
_ mately 3,000,000 tons of fuel during that year; this illustrates the 
importance of the sulfur problem in present blast-furnace practice; in the 
future, it will assume greater importance because the use of fuel higher in 
sulfur content will be necessary. These principles have a direct bearing 
on the proper valuation of metallurgical coke. They also emphasize 
the importance of supplying the blast-furnace superintendent with low- 
sulfur coke if he is expected.to operate on a low fuel consumption. 

The sulfur balance in Table 2 indicates that most of the sulfur must 
be removed by the slag. The quantity of sulfur discharged from the. 
furnace, of course, is equal to the product of the slag volume and the per- 
centage of sulfur it contains. The sulfur content of the slag, however, is 
not a constant. It will depend on the temperature, volume, basicity, 
alumina, and manganese content of the slag. The temperature, in its 
turn, depends on a number of operating factors, particularly on the bur- 
den and the composition of the slag. A basic slag promotes desulfuriza- 
tion, because it attains a higher temperature and because it is chemically 
more active as a sulfur solvent. The furnace operator, in attempting to 
produce low-sulfur metal, has to deal with a large number of interrelated 
factors and finds it is difficult sometimes to make proper adjustments 
among them. 

Charcoal practice furnishes a good example of slags that are siliceous 
and at the same time possess little desulfurizing power. These acid 
slags carry off little more than 40 per cent. of the sulfur present. The 
sulfur in slags received from five furnaces now in operation averages 
0.104 per cent. In view of the complexity of the desulfurization process, 
records of furnace operation guided by experience and judgment fur- 
nish the best available basis for conclusions regarding the relation 


3 How Silica Affects the Cost of Pig Iron. Iron Trade Rev. (Jan. 24, 1924), 288. 
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between the sulfur charged and the amount of slag necessary for its 
proper elimination. 


SULFUR IN FUEL AND SLAG VOLUME 


The weight of slag made in producing one ton of pig iron can, in 
general, be taken as a measure of the sulfur present in the raw materials. 
If a large quantity of sulfur is to be eliminated, a large slag volume must 
be carried or the sulfur content of the slag must be high. In adjusting 
slag volumes, furnace operators bear in mind the maximum quantity of 
sulfur with which they may have to contend. Operators using high- 
sulfur coke must guard against higher peak conditions. In individual 
cases, the maximum sulfur in the coke might be considerably in excess of 
the average sulfur. In such a case, the slag volume would appear out of 


Pat pe pt 
ESPe Renee at be 


eg 
| 
rs a 
S = 
i] Bae 
= Bol 
fy Hida 
o) Spe) 
Z fe 
e) a ea | teas) 
& AEE eee ee ie 
eS i ome fae ae pn 
a apf {ai (iat i if Yi Ya] YY | 
n Gian Se Re See eeneeeseenes Saeeaee ee 
Qa (alll el a ep | || 
a BBE 
= at i 
a BH os 
BaRSaao 
a oo ee 
BERS SooS 
EBEESaa | 
DEERE DUeSs 
BEBaeqE#eaeuENs 
0.5 0.6 0.7 0.8 0.9 alg 1 af 1.4 1.5 
SGLPHUR IN COKE, PER CENT 


EGees 


proportion with the sulfur in the coke. Operating data from thirty-six 
furnaces indicate that a rather definite relation exists between slag 
volume and the percentage of sulfur in the coke. To determine this 
relation, two factors (slag volume and sulfur in the coke) have been 
isolated. Thirty-six furnaces were arranged in order of increasing sulfur 
in the coke, divided into four groups, and the slag volume and per cent. 
sulfur for the representative groups were averaged. These averages are 
given in Table 4 and plotted in Fig. 1, each point on the curve represent- 
ing the slag volume and percentage of sulfur in the coke for nine furnaces. 
In basing conclusions on relations worked out under actual operating con- 
ditions, various factors covering individual practices are taken into 
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account. ‘The blast-furnace process consists generally of a large number 
of inter-related factors and it is especially advisable that any conclusions 
regarding blast-furnace problems have as a background operating data 
representing a variety of conditions, as well as the judgment and 
experience of a number of operators. “ 


TABLE 4.—Relation between Percentage of Sulfur in Coke and Slag Volume 


| a 3 
Group 1 | Group 2 Group 3 Group 4 
et ee ce Pasi. 4 
O1¢ | gal PeOul arin (ag | 8 x AQ |g 7 
be 24 £122 | os | a8 ae [Bee 8180 | 20 aS. 5 25 = a 
84 | 32 |S /C.| $2| 83/52 CBE] 22 | gs SE See 82) 82/28 [Cae 
5 3 | a Sea ee i Gia sae lene Loe Sled es 2\egs 
32 BS | wo aS) 5S i=} ao |S50| aS HH | WS |e Bo Be | wf | Wo Meo 
“=? 2 | Sh | SS | 24 | S@ | am (Sia ta ee § ah) 2A ee | 3m 8am 
15 0.61 921 1893 23 0.76 922 1895) 10 | 0.89| 943) 1952) 29 | 1.20] 1238) 2067 
16 | 0.61) 1062; 1932) 48 | 0.76 1034) 2193' 11 | 0.89) 985] 1892, 30 | 1.20) 1212) 2031 
25 | 0.76 753| 1875) 38 | 0.80| 1296| 1742} 6 | 0.90) 905] 1907/ 31 | 1.20] 1216] 2129 
32 | 0.76 952) 2160 4 | 0.82) 798) 1704) 17 | 1.14) 1161) 1920) 28 | 1.30} 1395] 2205 
34 | 0.76) 893) * 2 | 0.83] 911] 1720) 20 | 1.15} 1012) 2160} 22 | 1.43) 1110] 2195 
50 | 0.76) 1044 * | 9 | 0.83 907| 1950) 49 | 1.16) 977) 1834) 27 | 1.45) 1676] 2195 
33 | 0.76) 852| 1955, 12 | 0.83) 784; 1845) 5 | 1.18 1467) 2085, 39 | 1.50) 1505) 2332 
24 | 0.76 978) 1928) 36 | 0.86 1416) 1802, 1 1.18 1366) 2450 40 | 1.50, 1504] 2460 
26 | 0.76, 1061) 1907, 37 | 0.86, 808| 1736 3 1.20 1389) 2070 41 1.50, 1616) 2462 
joe ee a ee eee ee es eae Lee 
Aveade| 0.72 946 1950) Av... 0.81) 986| 1843 Av... 1.07 1133] 2030| Av..| 1.36) 1385] 2230 
| | | 


* Omitted from average because some factor other than sulfur in coke had a marked influence on 
coke consumption. 


It is necessary to carry additional slag when using high-sulfur coke, 
as the following calculations show. A furnace using 1 per cent. sulfur 
corresponds, on the curve, to a slag volume of 1100 lb. This quantity 
of slag would require, according to Fig. 2, a fuel consumption of approxi- 
mately 2000 lb. This fuel will contain 20 lb. of sulfur. The ore, accord- 
ing to Table 2, will introduce 1.38 lb. of sulfur, making a total of 21.38 
Ib. charged in the furnace. The sulfur in the stone is so small that it can 
be neglected. If the sulfur in the pig iron is 0.03 per cent., 0.67 Ib. will 
be incorporated into the metal. A 10 per cent. loss by volatilization will 
leave 18.57 lb. of sulfur, which must enter 1100 lb. of slag, producing 1.69 
per cent. sulfur in the slag. The sulfur in the average slag, in Table 2, 
is 1.67 per cent.; the maximum sulfur in the slags, as given in the table, is 
2.30 per cent. The writer does not wish to give the impression that desul- 
furization could not be accomplished with a smaller slag volume; for 
purposes of calculation the average values are more nearly representative. 

The lower curve in Fig. 1 shows that as the sulfur in the coke increases, 
it is necessary to carry additional slag volume. From a study of operat- 
ing data, the writer has recently developed a relation between slag volume 
and coke consumption; this relationship is shown in Fig. 2. The upper 
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curve in Fig. 1 is readily derived, knowing the extra slag necessary for 
additional sulfur and the coke which, in turn, is required to melt the slag. 
The actual coke consumptions for each of the furnace groups appearing 
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in Table 4 are plotted in Fig. 1; the agreement between the points and the 
curve is shown to be satisfactory. 


SULFUR IN COKE AND Cost or [Ron 


From these relations a diagram, Fig. 3, has been developed showing 
the effect that sulfur in coke has on the cost of pig iron. Coke containing 
1 per cent. sulfur has been taken as a base line and the change in the cost 
of making pig iron is indicated for fuel at four prices. The rate of blow- 
ing on a 500-ton furnace has been considered constant and a fixed annual 
charge of $400,000 has been assumed for labor, investment charges, main- 
tenance, repairs, etc. Increased coke consumption with a constant rate 
of blowing decreases tonnage. The fixed charges have, therefore, been 
distributed accordingly. The cost of stone at the Ronee has been taken 
as $1.40 per ton and the quantity required taken from Fig. 1. Itisnowa 
simple matter to write down the changes in cost of iron made from coke 
varying in price and in sulfur content. A diagrammatical representation 
of this, such as appears in Fig. 3, may be of some value. 

It is unlikely that means will be found of entirely eliminating sulfur 
from coke or of preventing its incorporation into pig iron during the blast 
furnace process. Powell‘ has obtained some interesting information on 
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. only be justified by the increased value of low-sulfur coke. 
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the forms of sulfur in coke and a more recent study® by Powell 
and Thompson shows the possibilities of desulfurization by steam. An 
investigation is now under way in the southern district, which involves 
the removal of stock samples from various positions between the stock 
line and tuyeres of a commercial furnace to ascertain where sulfurization, 
as well as desulfurization, takes place. In making a study of the sulfur 
problem, it is important to know what saving can be made through the 
use of low-sulfur fuel. Any expenditures made to eliminate sulfur can 
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Fig. 3. 


Information 


concerning the relative value of coke containing varying amounts of 
sulfur is also of value in directing the development of new coal fields for 


metallurgical purposes. 
DISCUSSION 


R. Francuor,* Washington D. C.—One of the interesting points 
brought out in this paper is the relatively immense weight in the furnace 
economy of an element present in minute quantity. Of the materials 
put through the furnace, including the air, sulfur constitutes perhaps 
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0.15 per cent., by weight, and the author estimates that 7.5 per cent. of 
the coke is directly chargeable to the sulfur by reason of the increased slag 
volume involved in sulfur removal. There are grounds for thinking that 
sulfur is responsible, directly or indirectly, for an even greater proportion 
of the coke consumption than 7.5 per cent. The author’s figure is 
derived from studies of the variation in coke consumption with variation 
in slag ratio. It would seem, as sulfur removal is known to necessitate 
also slag basicity and a high hearth temperature, and as these two factors 
require the combustion of a certain amount of coke with air, sulfur may 
account for a greater proportion of the coke than that which can be 
figured from the increased slag volume alone. For example, assuming 
100° C. higher hearth temperature with a 50 per cent. slag ratio at 0.2 
specific heat for iron and 0.33 for slag, the additional heat required in the 
hearth may be taken as 36 pound-calories, or centigrade thermal units, 
per pound of iron. With a usual blast heat and moisture content and 
hearth temperature at 1500° C., the hearth-available heat is about 1000 
calories per pound carbon burning with air. Hence, each 100° rise of 
hearth temperature may be estimated to involve 0.036 lb. carbon per 
pound pig, which with 20 per cent. solution loss and 85 per cent. fixed 
carbon in the coke amounts to 0.05 lb. coke per pound pig, or 112 lb. coke 
per ton. The effect of basicity on coke consumption is not readily 
figured, but the limiting influence of this factor on the burden is well 
recognized in operating practice, and especially when high silicons 
are required. 

It is interesting to note that the author’s empirical constant, 0.45 lb. 
carbon per pound of slag, for the coke consumed in making slag is, from 
one point of view, in remarkable agreement with theory. The heating 
work involved in slag production may be taken to comprise 550 calories 
per pound as the total heat of slag with 400 calories as the heat absorbed 
in calcining 90 per cent. of limestone, less 80 calories for slag formation, 
a total of 870 calories per pound slag as it is made in the furnace. The 
heat developed in the combustion of coke with air under usual furnace 
conditions, assuming 600° C. blast heat, 4 grains humidity, and 20 per 
cent. solution loss, may be estimated at 3280 calories per pound carbon, less 
128 calories for moisture decomposition and allowing 630 + 648 = 1278 
calories for the deficit of heat due to 20 per cent. solution loss (CO. + C 
= 2CO — 38,880 calories, leaving a net heat development of 1874 
calories per pound coke carbon as charged. It should therefore require 
8707374 = 0.464 Ib., carbon to make a pound of slag, a calculated 
coke ratio that is strikingly concordant with the author’s statistical 
constant. 

From the standpoint of the hearth, however, there would not seem to 
be any such clear theoretical basis for the observed coke consumption in 
making slag. The heat available at a hearth temperature of 1500° C. 
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for a 600° blast heat and 4 grains humidity—allowing 2700 calories for 
the heat carried up in the gases and 650 calories for that brought down in 
the carbon—is 1102 calories per pound carbon burning with air. With 
20 per cent. solution loss, the figure becomes 881 calories per pound coke 
carbon as charged. A ratio of 0.45 lb. carbon per pound slag indicates 
396 calories as the heat available in the hearth per pound slag. This is 
72 per cent. of the 550 calories total heat in the slag, and it is clearly 
impossible that any such proportion of heat remains to be imparted to 
the slag after it has been in the furnace for from 10 to 15 hr., and has 
reached the combustion zone. 

It seems to be an observed fact that the slag is largely melted well 
above the combustion zone, and it may possibly be assumed that only 
the final superheat of say, 200° C. at 0.033 specific heat, or 66 calories per 
pound, fairly measures the heat absorption in the hearth due to the slag. 
With such an assumption, a hearth efficiency of 17 per cent. of the theoret- 
ical is indicated. In other words, the coke constant may be explained 
by the necessity of supplying a very small quantity of hearth heat at very 
low efficiency. 

As it may be taken for granted that the low fuel ratio in charcoal 
furnaces, as compared with coke practice, is to be accounted for by 
a substantial difference in the hearth conditions, and as it is clear that 
the introduction of sulfur in the coke not only necessitates an increase 
of the hearth heat requirements per pound of pig, but also, as pointed out 
by Johnson, involves a smaller margin of hearth-available heat per pound 
of coke, and further, as it now appears that the efficiency of utilization 
of the hearth heat is very low, it may safely be concluded that the sulfur 
in the coke is a primary underlying factor accounting for the relatively 
large fuel consumption in coke furnaces. 


C. A. Meissner,* New York, N. Y.—Do I understand that you base 


_ the amount of slag entirely on the sulfur content of your coke? 


T. L. Josepu.—Yes. 


C. A. MerssNER.—What data have you as to other conditions, such 
as increased ash in coke, increased silica, etc., in the ore mixtures, that 
naturally affect the slag production quite seriously? 


T. L. Josppu.—Those factors varied. In some cases, the ash in the 
coke increased with the sulfur; that, perhaps, was the general tendency. 
It seemed to be a natural condition that the people operating on high- 
sulfur coke had a high-ash coke and also, perhaps, rather lean ore mix- 
tures. However, increased sulfur in blast-furnace fuel must be eliminated 
by using a larger slag volume or by increasing the per cent. of sulfur in 
the slag.. We know it is possible, by changing the basicity of the slag, to 
increase the amount of sulfur eliminated, but the data I have indicate 
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that most blast-furnace men prefer to work with acid slags if possible. 
They do not like basic slag, so they seem to work very much in the same 
range as far as the sulfur-carrying capacity goes. 


Rapa H. Sweerser,* Columbus, Ohio.—The question of the right 
kind of iron does not depend on the blast furnace only, it goes back to 
the coke works and the coal mine. The question of the amount of carbon 
there will be in the pig iron is tied up with the amount of ash and sulfur 
in the coal used for the coke for that particular blast furnace. 

In blast-furnace practice we lack the evaluations of slag and sulfur 
and carbon; we have no yardstick for measuring. 

The question has been asked, how much control has a blast-furnace 
man over the carbon? In the past, he had practically no control because 
he did not know how it got in there. It was my good fortune to have 
supervision of some tests on blast furnaces a year ago last May, and 
during the first half of last August, when I was able to get actual tempera- 
ture of the iron as it came out of the blast furnace with a platinum- 
rhodium pyrometer, also readings with an optical pyrometer. We 
believe that the thermocouple records are as near right as can be had. 

We found that the lower sulfur coke had lower temperatures for the 
same composition of iron and had less total carbon, but how much less 
we are not ready to say. We do not know just how that follows through, 
but we took the temperature of the iron for two weeks, every cast, night 
and day; we also took observations every 60 sec. as the iron was running, 
and many samples of every cast of iron. The observations show that 
carbon is governed a great deal by the basicity of the slag. 

Blast-furnace men try to keep away from basic slag because of the 
excess fuel it takes. A very limy slag requires much more coke per ton 
of pig iron than the simple slag. But simple slags will not carry off 
enough of the sulfur. 

I question the statement that 65 lb. of extra slag is required for 0.1 


per cent. increase of sulfur. Starting with 2000 lb. of coke and 1 per cent. — 


of sulfur, then 0.1 per cent. of sulfur is going to be only 2 lb. and as each 
pound of sulfur will require about 334 lb. of limestone, that 2 Ib. of sulfur 
will add about 714 lb. of limestone. There is a connection between the 
composition of the slag and the calcium sulfide that has not been suffi- 
ciently brought out in the investigations, and it will be worth while in a 
study of the Bureau of Mines to find out the “driving force.” | 

Is there not some “‘driving”’ force inside the blast furnace that affects 
the amount of sulfur, and the temperature and the composition of the 
slag? Some combination that can be stated as pounds of coke, pounds 
of sulfur, and going back to pounds of coke. 

The question of the elimination of sulfur in the blast furnace must be 
worked out by the blast-furnace men, the coke-oven men, and the coal 
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operators, and any one who can evaluate and put it into terms of dollars 
_ per ton of coal will do the whole industry a great service. 

C. H. Hurry, Jr., Lackawanna, N. Y.—As to why 2 lb. of sulfur 
requires 7 Ib. of limestone and 65 lb. ‘of slag, I take it that the sulfur is 
eliminated in the blast furnace by a reaction something like this; the 
sulfur in the iron, plus the CaO in the slag form calcium sulfide plus 
iron oxide. 

Is it not true that if we have a slag containing a certain amount of 
acid in a basic furnace there is going to be a definite ratio between sulfur 
and slag and sulfur and iron corresponding to a definite basicity, or what- 
ever we want to call it? If we add 2 lb. of sulfur to the iron and 7 lb. of 
limestone to the slag, we have increased the sulfur in the iron greatly, but 
we have not increased the basicity of the slag very much. In other 
words, 7 lb. of limestone going into the slag does not mean a direct increase 
of 7 lb. of base in the slag. If there is 45 per cent. lime in the slag, the 
slag is not 45 per cent. basic. The chances are it may be 10 per cent. 
basic, because most of that lime is held by the silica, and if we add 7 lb. 
more of the limestone some of it is going to be taken up by silica in the 
slag, and possibly 10 per cent. of that 7 lb. is going to be free to act on 
the sulfur. In other words, there must be excess lime over that required 
to hold the sulfur simply because the basicity of the slag is not determined 
by the total amount of base in it, but by the ratio of bases to acids. It 
may be 7 lb. of total base and not free base, and the free base is the thing 
needed to free the sulfur. 

Rauteu H. SwEeEetTseR.—What has the sulfur to do with the slag? 
Only enough limestone to take care of the sulfur is to be added; that is 
7 lb. is to be added and there are some impurities in the limestone. 

C. H. Herty, Jr.—That is the point—silica and limestone combine in 
any proportion at all. If the temperature is high enough silica and 
limestone will be fused in any proportion. If a slag contains a definite 
amount of lime and silica and lime is added the slag will absorb the lime, 
and as you have a much more weakly held lime it is going to absorb the 
sulfur. Sulfur and silica are both fighting for the lime; at the same time 
the lime is fighting for the sulfur and silica. 

I. E. Warcuter,* New York, N. Y.—The controlling of the carbon 
content in pig iron is analogous to controlling the carbon in cast iron, 
Many years ago a German chemist, Wuest, worked out the relationship 
of carbon to some of the elements. There is a definite relationship 
between the total carbon present in pig iron and the silicon. In other 
words, if the sum total of carbon and silicon is a constant value, the higher 
the silicon the lower is the carbon, and vice versa. It seems to me in 
those tests silicon ought to be taken into consideration as well as the sulfur. 
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F. N. Spetier,* Pittsburgh, Pa.—Some years ago we made a thorough 
investigation of this subject with reference to welding and recorded the 
results of flange tests on a series of open-hearth heats that ran about 0.06 
per cent. sulfur, and another parallel series where the sulfur was forced 
down to about one-half of that in the previous lot. Each of the tubes 
was subject to two flanging tests, so that we had a very complete record 
of these heats. It costs something to remove sulfur, and it appears to be 
deleterious to the welding quality of steel to force the sulfur below a 
certain point. The investigation reported by Mr. Herty has been well 
worked out and contains valuable information. It seems important 
however, that the reader should not get the impression (which I am sure 
the author did not intend to give) that it is always desirable to get the 
sulfur down as low as possible. 


T. T. Reap, Washington, D. C.—We start with the sulfur in the coke, 
not in the iron ore; during reduction the sulfur gets into the iron and you 
must get it out of the iron before you get the iron out of the blast furnace; 
this is done by a sort of a washing process. ‘The slag is the thing that 
does the washing. Assuming that the slag is carrying all the sulfur it 
can, you must have more slag to improve that washing operation suffi- 
ciently to take away any extra sulfur and still have the finished iron at 
the bottom within the tolerable limit. 


I. E. WarcutrerR.—In a recent article on the desulfurization of cast 
iron, Mr. Vile, of the Griffin Wheel Co., tells of a number of experiments 
made with the desulfurizing compound perfected by some German. 
He found, by analysis, that this material was very largely (probably 90 
per cent.) soda ash and consequently carried out some of his experiments 
with pure soda ash, which worked almost as well as the compound. The 
compound was added after the cast iron was drawn from the cupola, and 
analyses were made of samples taken periodically right from the ladles 
as they were poured into various castings. The pouring was carried on 
throughout the day and it was found that, at first, before the reaction 
was carried to completion, the desulfurizing was not very great. In other 
words, samples from ladles to which no desulfurizing compound was 
added showed about the same sulfur content as the first samples of the 
iron taken from the ladles containing the desulfurizing compound. As 
the pouring progressed, the sulfur content went down in the cast-iron 
samples; toward the end of the day, however, the sulfur rose in the 
treated samples. According to the conclusions of the author, this 
happened because the slag was allowed to remain on top of the ladle, 
which by that time became saturated with sulfur, in consequence of 
which no further desulfurization could take place. 
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C. A. Mrrssner.—We should be careful about stating at what sulfur 
limits the results mentioned in this paper really take place. In our 
practice, where we have a great many furnaces under very different 
conditions, where sulfur has run in the coke from, well say, about 0.65 to 
0.70 per cent. and in some cases about 0.85 or 0.90 per cent., we do not find 
any of the deleterious results that are here stated to occur in those furnaces 
that have the higher sulfur coke. 

I presume when the sulfur runs about 1 per cent., these figures will 
begin to show and show materially where they run more than 1 per cent. 
In the first place, there is always margin enough in our practice to over- 
come these differences, and we have the practical results in some of our 
very large plants where the coke consumption is about the same in both 
cases from month to month. The tonnage is about the same; in fact, 
just recently one of the large plants having about 0.90 or 0.95 per cent., 
sulfur coke has been running practically a record for a period of several 
months and the coke consumption has been fully as low, in fact, lower 
than some of the plants that had lower sulfur coke. In all calculations 
such as these, there are certain limitations that, particularly in a blast 
furnace, are covered by the necessary margin they carry. 

Tn the case of the smaller furnaces, where the sulfur content of the coke 
is 1 per cent. and over, the figures here given are going to approximate 
actual results, and the coal and coke suppliers should make every possible 
effort to reduce the sulfur content by clean mining of the coal, or the 
proper cleaning of it before it is coked. 
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Chemical Equilibria During Solidification and Cooling of 
White Cast Iron 


By H. A. Scuwartz, M.E.* anp (Mrs.) ANNA Nicuoxson Hipp, t 
CLEVELAND, OHIO 


(New York Meeting, February, 1925) 


Or THE outstanding investigators of the system iron-carbon-silicon 
Gontermann,! Charpy and Cornu-Thenard,? and Honda,’ only the first 
touched on the chemical composition of the solid and liquid phases in 
equilibrium with one another. He concluded that his data did not permit 
a decision as to which of an indefinitely large number of pairs of com- 
positions of liquid and solid would be found in any given case. 

If through the three dimensional equilibrium diagram of the iron- 
carbon-silicon system an isothermal plane is passed in the region of partial 
solidification, two lines of intersection with the liquidus and solidus, 
respectively, are obtained, also a point marking the alloys’ composition. 
If, in this plane, a straight line is drawn through the point, and intersect- 
ing both the liquidus and solidus isothermals, the two intersections mark 
a liquid and a solid alloy that may be chemically in equilibrium at the 
chosen temperature. From thermal data alone, Gontermann could not 
assign any particular direction to the line and, hence, could not determine 
which pair of conjugate points to choose. 

A separation of the liquid and solid for analysis, obviously, presents 
grave experimental difficulties. During the solidification of white cast 
iron, austenite of progressively higher carbon will separate as the tem- 
perature falls and cementite will appear suddenly at the freezing point 
of the eutectic. This cementite will be accompanied by a corresponding 
amount of austenite which, for our purpose, will be chemically inseparable 
from the primary austenite. We have attempted to decide on the 
conditions at the end of the freezing by a chemical separation applied 
to the solid metal. 
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EXPERIMENTAL ProcepurE 


The cementite of various samples of white cast iron was separated 
by the electrolytic solution of the austenite. The electrolyte consisted 
of a 10 per cent. solution of concentrated HCl ip water, and was frequently 
changed in order to keep the concentration of FeCl, at a minimum. A 
potential of less than 4 volts was maintained between the hard iron anode 
and a platinum or copper cathode, resulting in a current density of not 
over 5 ma. per sq. cm. Too high an acid concentration, potential or 
current density will decompose the cementite. 

As an exact quantitative separation of cementite was found impracti- 
cable, because of mechanical losses, an indirect method was adopted. 
The density of the original hard iron was determined by the Archimedean 
principle. A fragment of cementite of suitable size was weighed. The 
surface pores were filled with paraffin, avoiding as far as possible any 
external layer of measurable thickness, and the volume of the treated 
specimen was determined by the difference of its weight in water and air. 
From this volume and the original density of the metal, its weight before 


- electrolysis, and from its final weight, the recovery of cementite may be 


calculated. The necessity for this indirect method is probably the major 
source of error in the accuracy of interpretation of the analytical data. 

When applied to a moderately rapidly or slowly cooled specimen, this 
method removes the ferrite and leaves behind the eutectic, proeutectoid, 
eutectoid cementite. If, before the separation, the specimen is heated 
above A; and quenched, the last named will go into solution and the result- 
ing austenite and martensite will dissolve in the subsequent electrolysis, 
leaving eutectic and proeutectoid cementite. It was hoped that by 
quenching from just under the solidus, the latter could be dissolved; 
but this was impracticable because of the rapid decomposition of Fe3;C 
at these temperatures. From the composition and recovery of cementite, 
the composition of the dissolved material can be calculated. In all, 
seventeen specimens of carbide were studied. 

It seems unnecessary to burden this paper with all the data as the 
results point to a quite simple conclusion. Although the analytical work 
was probably correct to a degree of precision consistent with the best 
practice on iron and steel, the errors with respect to cementite recovery 
and the need of obtaining certain values by difference makes it quite 
likely that the calculated analyses contain quite noticeable errors. ‘These 
do not, however, prevent usable conclusions as to the limits approached 
in the reactions. ; 

Attention is called to the high silicon content of cementite, as com- 
pared with ferrite. The negative value of carbon in ferrite points to a 
cumulative error, but indicates that practically no cementite was dis- 
solved. It is obvious that the manganese and sulfur in the cementite 
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exist substantially altogether as MnS. The small amount of sulfur 
apparently left in ferrite possibly is to be interpreted as representing 
MnS dissolved from the cementite by acid. Nearly all the phosphorus 
(93 per cent.) is found with the cementite. 


TasLe 1.—Composition of Original Metal, Total Cementite, and Ferrite 
(Average of three typical samples) 


| Original Total Ferrite by 
etal, Cementite, Difference, 
/ Per Cent. Per Cent. Per Cent. 
Totals, Bode. Meee eet ene tele | 100.0 41.3 58.7 
Car bOnates snd: oS as ee ee oe | 2.63 6.44 —0.08 
Silipon. 52ch Seater cere x nae ae Oe a 1.58 0.36 
Manganese. os ':Sa/tcesko we cute Peete a oo sais" | 0.32 0.26 0.37 
ULE UE? cc ee Tks ane ater te etbene ier eLeeareie Oakes 0.066 0.1380 0.023 
Phosphorus. sere racer octets 4 oe ' 0.151 0.341 0.021 
Mmntintexcesstofel In Saar meee tie etc | 0.209 0.04 | 0.33 


Table 2 indicates that none of the silicon of the cementite and much 
of its phosphorus is in the eutectoid portion, while the original manganese 
of the austenite distributes in equal concentration between ferrite and 
eutectoid cementite. 

Table 3 shows that in the same casting, in a thin section (1¢ to 14 in. 
thick) the silico-cementite corresponds to 0.46 per cent. silicon in the 
hard iron, while in a thicker section (about 1 in. thick) it corresponds 


TaBLE 2.—Distribution of Elements between Eutectoid and Eutectic and 
Proeutectoid Cementite 


| Eutectic and | | 
| Proeutectoid | Eutectoid Ferrite, 
Berane | Cnet Per Cent. 
— — — ——$$_—$_____ - ie ee — == 
SilicOtis acc <ae oe necro ae 1.75 0.00 0.08 
Manganese. sco donne eerie + 0.33 | 0.27 0.24 
Sulfuric. 9.0/4.0 68 sence 0.165 0.00 —0.018 
Phosphotug..05.15 «ae ee | 0.144 0.68 | 0.033 
Mnsimexcessiot Vin S saan 0.05 | 0.27 0.24 


to 0.77 per cent. Unfortunately, the original material was no longer 
available for analysis because of the loss of certain specimens. It is 
known, however, from its origin, that the metal was manufactured to 
have a silicon content of about 0.80 per cent. 
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TABLE 3.—Hffect of Freezing Rate on Distribution of Silicon between 


Austentite and Eutectic 
ee ee ae 


en ee a 
| 
a3 : i ; 2 
Recovery of eutectic and proeutectoid cementite... . . | 37.0 31.0 
Silicon content of eutectic and ped cement- 
ERA ph Pe soe. ord a en Mi i a | ¥Y “1,28 2.48 

Corresponding silicon content of original metal..... | 0.46 | 0.77 

| 


CONCLUSIONS 


We believe that the results here recorded as typical of our work war- 
rant the conclusion that during the freezing of the ternary system iron- 
carbon-silicon, the silicon will be rejected to the liquid and will all be 
found in the eutectic cementite, if the cooling is slow enough to permit 
the attainment of equilibrium. 

We are unable to say whether this silicon exists as silico-cementite or 
as a separate structure of silicide, interlacing with the cementite. Having 
sought in vain for evidence of the latter, we incline to the former explana- 
tion as the simpler. 

Manganese, when present in amounts of the order of magnitude of 
0.25 per cent., will freeze out with the austenite. Any Mn§S present will 
freeze out in the very beginning and will be rejected as a floating solid 
particle into the last freezing regions. It becomes trapped in the lede- 
burite as a microscopically discrete constituent. 

Much of the phosphorus separates in a form that is inseparable, by 
our methods, from eutectoid cementite. It appears to have been equally 
soluble in the original cementite and austenite, but to have separated 
from the latter like, or in, the eutectoid cementite at A1. 

The original austenite contains all the non-sulfide manganese when 
present in small amounts; this manganese is equally soluble in ferrite and 
eutectoid cementite on passing through Ai. 


DISCUSSION 


N. B. Priturne,* Bayonne, N. J.—The last column of Table 1 gives the 
composition of ferrite, which is obtained largely by indirect methods. 
The ferrite contains approximately 0.4 per cent. silicon, whereas the ori- 
ginal metal contains 0.9 per cent. In Table 2 the ferrite has much less 
silicon. What is the difference between the two ferrites? The paper 
shows that these iron-silicon-carbon alloys have two varieties of carbide, 
—one containing silicon and the other substantially silicon-free, the 
silicon-free carbide being present in the eutectoidal part. Is there 
physical, chemical, or any other difference between them; especially 1 is 


* Metallurgist, International Nickel Co. 


474 CHEMICAL EQUILIBRIA DURING SOLIDIFICATION OF WHITE CAST IRON 


there any difference in the rate of graphitization of the two carbides? In 
Table 2, the authors give no estimation of the carbon contents of these 
three constituents; did they examine the carbon content of the eutectoidal 
carbide which they report as being free from silicon to verify its identity 
as a carbide? 


Ratpeu H. Sweerser,* Columbus, Ohio.—Table 1 gives the carbon 
content of the original metal as 2.6 and 3 per cent.; the silicon and sulfur 
are fairly normal but the sulfur is a little bit high. But with 0.87 per 
cent. silicon, it seems that the total carbon is very small. I would like 
to know what kind of pig iron was used. 


H. M. Boytuston,t Cleveland, Ohio—Perhaps I can answer that 
question. They used cupola metal, which is then blown in a small 
bessemer converter and finished in.an electric furnace, after adding more 
iron from the cupola. 


ALBERT SAUVEUR,{t Cambridge, Mass.—It will be a surprise to many 
of us, I think, to learn that so much of the impurities present in white 
cast iron, namely phosphorus, sulfur, silicon, and manganese, is present 
in the cementite and so little in the ferrite. The visualizing of the 
mechanism of the solidification of white cast iron may be, in this connec- 
tion, of some interest. White cast iron, like many other metallic solid 
solutions, crystallizes through the formation of dendritic crystals, the 
axes of which consist of saturated austenite and the fillings of the eutectic 
cementite-saturated austenite. The impurities should segregate in the 
fillings, that is in the eutectic, while the austenite axes should be quite 
free from them. On further cooling, the saturated austenite of the axes 
transforms into proeutectoid cementite and pearlite; and because of the 
relative purity of the axes this proeutectoid cementite, as well as the 
eutectoid (pearlite) cementite and the eutectoid ferrite resulting from 
the transformation of the axes, should be quite free from impurities. The 
eutectic cementite of the fillings, on the contrary, should be more impure 
as well as the proeutectoid cementite and pearlite resulting from the 
transformation of the eutectic austenite. If these inferences are correct, 
we are led to conceive the presence in white cast iron of pure and impure 
cementite, the former resulting from the transformation of the pure 
austenitic axes of the dendrites, the latter from the more impure fillings; 
and for like reasons it should contain pure and impure ferrite. The 
demonstration of the accuracy of these conclusions by metallographical, 
chemical, or other means, should prove of considerable interest. 

H. A. Scuwarrz (author’s reply to discussion).—The difference in 
silicon content of ferrite, alluded to by Mr. Filling, is, no doubt, explained 
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by the fact that the two materials under investigation cooled at different 
rates, As pointed out in the paper, the slower the cooling rate, the more 
silicon appears to be rejected toward the last freezing ingredient; con- 
sequently, the more is found in the eutectic cementite—and the less in 
the ferrite derived from the decomposition of primary austenite. 

It is known quite definitely, that the ferrite of low-silicon content 
was derived from a sample of larger cross-section than that of high-silicon 
content, hence that it probably cooled: more slowly. The carbon con- 
tents were omitted from Table 2 because the carbon of the ferrite is deter- 
mined only indirectly by the method indicated in the paper. The 
writer’s present recollection is that, as a matter of fact, the carbon con- 
tent of this particular ferrite came out somewhat negative. 

Inasmuch as the method used is subject to the inherent errors pointed 
out in the paper, these several carbon contents were not introduced in 
the table, as we did not wish to lay any stress on whether or not the carbon 
was always exactly theoretical for cementite. As a matter of fact, the 
various varieties of cementite always came out a carbon content of the 
proper order of magnitude for that compound. 

Through the kindness of the Union Carbon Research Laboratories, 
a sample of pure cementite and of silico-cementite were examined with 
the x-ray spectrometer; both showed the pattern characteristic of 
cementite, as described by Westgren. The silico-cementite showed other 
lines also, which Mr. Bain believes to be due to the presence of iron 
oxides. Opportunity was lacking, however, to follow up the matter in 
great detail, as might have proved quite interesting. 

It is the writer’s opinion that cementite, as such, does not graphitize, 
but that this reaction takes place only after the cementite has gone into 
solid solution The reasons for this viewpoint will be expounded else- 
where. .If it be correct, then the composition of cementite should make 
less difference to graphitization than the composition of the solvent 
material. Definite information on this point can not be given. 

Professor Boylston’s reply to Mr. Sweetser is correct; we merely add 
that the chemical compositions, with respect to carbon, are such as may 
be used for various purposes in the manufacture of malleable castings. 
In general, the higher carbon metal here used is not that employed for 
the manufacture of commercial castings of the so-called “‘certified” 
grade. Most hard irons for such a purpose would run under 2.6 per cent. 
carbon and would be made either as indicated by Professor Boylston, or 
by remelting in the air furnace, mixtures of hard and malleable scrap, 
pig iron, and steel, calculated to give the desired results. 

We are obliged to Professor Sauveur for his exposition of the mechan- 
ism by which variations in the purity of ferrite or cementite may be 
brought about by the process of selective freezing. It is hoped that the 
results we have recorded may serve as partial support for the viewpoint 


he has presented in his discussion. 
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Finishing Melting Temperatures of Simple Ingot Steels 


By Henry D. Hipsarp, PLAINFIELD, N. J. 


(New York Meeting, February, 1925) 


Tue finishing and casting temperature of steel is a subject concerning 
which there is so much to learn that some temerity is required to write 
about it. This paper is, therefore, suggestive rather than dogmatic, 
though the views expressed seem now to the writer to be correct; never- 
theless, they may be modified by future developments or discoveries but 
until then may be of some utility, particularly to beginners in the making 
of steel. Consideration is limited to the temperatures of simple steels, 
also called carbon steels, which are those in which carbon is the only 
element introduced for the purpose of conferring desired physical proper- 
ties. Alloy steels will receive attention later. 

Three things largely determine what a batch of steel really will be; 
viz., composition, casting temperature, and rate of teeming. Each has 
its advocates as being the most important; but they are so interrelated 
that each must conform to or be right for the other two. When one is 
claimed to be the most essential to have right, that, probably, was the one 
that it was found had to be of a certain description, within narrow limits, 
to suit the already adopted variations of the other two; that is, it was the 
last of the three to be brought into line. 

The term ‘‘casting temperature” is rather indefinite as there are 
several temperatures to which the term may be applied. Most writers 
who have mentioned, casting temperature of steel have alluded to it in 
relative terms. The few who have given actual temperatures, including 
Langmuir, Burgess, Styri, and Bash, do not give full information about 
them. Their results demonstrate the efficiency of pyrometers used 
rather than aid the steelmaker. In order to understand and use the 
temperatures, one should know in each case what the steel was, the 
stage at which the temperature was taken, whether it was usual or not, 
and whether or not it was right for that steel at that stage. When these 
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particulars are not noted, it may be proper to assume that the steel 
was of some commercial description, with carbon say between 0.3 and 
0.5 per cent., and was at about its usual and proper temperature. Such 
assumptions, however, are not wholly dependable. 


CLASSIFICATION OF ST&ELS 


For the proper consideration of casting temperatures, all steels should 
be divided into three classes: killed ‘steels, which settle in freezing and 
contain no gas holes; partly killed steels, which contain some gas holes 
that are more or less harmful; and effervescing steels, which evolve gas 
freely in the molds. Steels of these classes behave differently from each 
other, with variations of casting temperature. 


PovurInGc TEMPERATURES 


It is well known that for pouring any given ingot of a given steel 
there is a proper, best, and ideal temperature for the metal. A second 
temperature at which serviceable steels of certain of the harder grades 
may be cast will be referred to later. Too great, yet moderate, deviation 
from either of these temperatures, above or below, will lead to some 
degradation in the quality of the product. 

Though the fact will be admitted, the reasons why an “off”? tempera- 
ture is harmful are not fully known. It is difficult to see how a variation 
in temperature can affect the quality of the metal per se and probably 
such a variation does its work more on the non-ferrous ingredients (solid, 
liquid and gaseous) than on the metal itself. 

The effect of temperature on crystallization, and particularly on the 
formation of ‘‘chill’”’ dendrites in the outer metal, is most important. 
The hotter the steel as it enters the mold, the longer time these 
dendrites will be in forming, the larger they will be and the more com- 
pletely the freezing metal in forming them will reject the non-ferrous 
substances it contains, both solubles and insolubles, causing them to 
collect along the grain boundaries where they form relatively weak inter- 
facial layers. The non-ferrous soluble substances include carbon, sulfur, 
phosphorus, and oxygen, combined with iron as carbide, sulfide, phos- 
phide, and ferrous oxide, all but the carbide being harmful. The insolu- 
bles are chiefly oxides of iron, manganese, and silicon, more or less 
completely combined as silicates, and sulfide of manganese; they are 
all harmful. 

This concentration of the impurities along the crystal or grain bound- 
aries is quite enough to account for inferior quality and to cause the steel 
to crack in hot-working. The more the impurities the greater is the 
damage from too high temperature, and vice versa as will be considered 
later. Carbon in carbide of iron so segregated may be redistributed 
through the mass of the metal by continued suitable heating, also, 
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possibly, phosphorus to some extent; the insolubles may not be but may 
remain as permanent defects. 

It is claimed, and is probably true, that casting too hot increases 
segregation. When well-made steel is killed, as by the addition of 0.25 
per cent. of silicon or more, and cast at the ideal temperature into 3-ton 
ingots, there is little if any segregation. 

The actual temperatures at which the different steels melt and those 
they should have in the furnace and at the different stages, until 
they are in the molds, are practically unknown but one can make assump- 
tions that may be of some value. The fusion points of iron (1530° C.) 
and of iron with varying contents of carbon are given. Therefore we 
know the effect on fusibility of a given amount of carbon but not of 
manganese and silicon, the chief other ingredients of simple steels. We 
may, however, fairly assume their effects in that respect to be about 
proportional to their percentages. Manganese melts at 1230° C., or 
300° below iron, and silicon at 1420° C., or 110° below. So the effects of 
1 per cent. of each in iron on its melting point may be tabulated as follows: 


1 per cent. of carbon lowers melting point 90° 
1 per cent. of manganese lowers melting point 3° 
1 per cent. of silicon lowers melting point 1.1° 


The effects of manganese and silicon in simple steels are thus shown to 
be practically negligible. They are probably alloyed with the iron while 
carbon, which has great influence, is undoubtedly in combination. 

The melting point, and therefore the tapping temperature, both 
become lower with increase of carbon in the steel. The ideal tapping 
temperature is sufficiently above the melting point to allow for the loss 
of heat in tapping, transferring, and teeming. The amount of excess 
heat required varies with the kind of steel, size of charge, time between 
tapping and completion of teeming, and other minor conditions but is 
quickly learned for any particular situation. The low-carbon steels, 
being hotter, cool more rapidly than those with higher carbon and there- 
fore require a correspondingly greater heat margin than the latter. 

Table 1 has been compiled as an attempt to give the proper tempera- 
tures for finishing and casting simple steels of different carbon contents. 
All the known published temperatures (mostly conflicting and some 
manifestly incorrect) as well as Caspersson’s table have been considered 
and utilized and, omitting units, the figures given are thought to be near 
actual American practice. Four temperatures for each steel are given; 
viz., that of the metal in the furnace Just before tapping, that of the 
stream of steel flowing from the furnace spout into the ladle, that of the 
stream entering the mold at the beginning of teeming, and that of the 
stream at the end of teeming. Either of the first three mentioned might 
with some justification be called the casting temperature. The proper 
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finishing temperatures of open-hearth and bessemer steels of the same 
composition are thought to be nearly alike. The table is, of course, 
subject to modifications as facts become known. 


TaBLeE 1.—Assumed Finishing Temperatures of Open-hearth Simple 
Steels * 


50-ton charge, 3-ton ingots; steel finished in furnace; American practice 


~ *Ideal Temperatures 
Ber Cot. | > Ere ater oa a eee eee : gee 
| aca M MB Dee Cs || Badance 0 i 
/ b 3 eginning, End, 
| Degrees C, Degrees C. 
] a | 
Pure iron | 1,530 | 
OXL0 aa 1,520 1,620 1,615 | 1,580 1,550 
0.20 | 1,511 1,610 1,605 1,570 1,540 
0.30 1,501 1,600 1,595 1,560 1,530 
0.40 | 1,492 1,590 1,585 | 1,550 1,520 
0.50% 7} 1,483 1,580 1,575 | 1,540 1,510 
0.60 | 1,474 . 1,570 | 1,565 | 1,530 | 1,500 
0.70 | 1,465 1,560 VeNe le SOU fe 1,490 
0.80 1,456 1,550 1,545 | 1,510 1,480 
O:90" 1,447 1,540 1,535 1,500 1,470 
L005) 1,438 1,530 1,525 1,490 1,460 
1.10 1,429 1,520 1,515 1,480 1,450 
1.20 | 1,420 1,510 1,505 1,470 1,440 
1.30 1,411 1,500 1,495 1,460 1,430 
1.40 | 1,402 1,490 1,485 1,450 1,420 
£0779) 91,393. >) 1,480 1,475 1,440 1,410 


| | 

Table 1 contemplates that the steel is to be finished in the furnace. 
When, however, ferromanganese and, it may be, other alloys are added 
cold to steel in the ladle the temperature of the unfinished steel in 
the furnace should be higher on an average by about 15° (varying of 
course with the quantity of alloys so added), to provide heat for 
melting them. 

The table further contemplates no unnecessary delay between tapping 
and the beginning of teeming, the interval being assumed to be about 6 
min. When the metal is intentionally held in the ladle, as when time 
is afforded to allow the sonims to escape, and that period is extended to 
20 min., the temperatures of the steel in the furnace and entering the 
ladle should be higher by about 20°. 

It is assumed, in the table, that the charge weighs 50 tons and is top- 
cast into 3-ton ingots; teeming is assumed to take 30 min. When the 
time consumed in teeming varies, the tapping temperature should vary 
also to compensate therefor; thus a larger charge or smaller, and therefore 
a greater number of, molds will call for hotter steel, and vice versa. 
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The fall in temperature of 30° during teeming allows a deviation of 15° 
from the ideal mean, which probably should not be exceeded. ‘This fall 
is somewhat less than that indicated by recently published pyrometric 
determinations but has been adopted tentatively for several reasons. 
Caspersson’s table and experiences at Fagersta and Steelton indicate that 
a variation of 10° makes steel somewhat ‘‘off’’ in ingot structure and 
quality. In addition, the first metal to flow from the tap hole is that at 
the bottom of the bath and, therefore, the coldest of the charge. ‘The 
hotter metal which follows is well mixed with that already in the ladle 
as long as the stream is large, so that when the slag comes, the metal in 
the ladle is of practically uniform temperature; but the ladle lining will 
be hotter at the bottom than at the top, having been submerged longer 
by the molten metal. The slag, which comes last from the furnace, is 
hotter than the metal and, when of proper consistency, quickly chills on 
top, forming a slowly conducting hot blanket over the metal. For some 
time after all the charge is in the ladle, the steel gives up heat to the ladle 
lining faster than it does to the top covering of slag. In the ladle the 
colder metal tends to settle at the bottom, so that it will be the first to 
leave the ladle when teeming, the hotter staying at the top and being 
consequently the last to be teemed. The metal last to leave the ladle 
must be losing heat very slowly because of the hot ladle lining and slag 
blanket. So when the ladle has an amply thick lining and is heated red 
hot inside before the steel enters, and conditions are normal, there may 
be little difference in temperature between the first and last steel to 
be teemed. 

Relatively hot steel calls for a small nozzle, which requires proportion- 
ately longer time in teeming and, possibly, a wider range of temperature 
during that operation; therefore steel may be too hot at the beginning or 
too cool at the end for the best results. With high-quality killed steel, 
this may not be important, as referred to later; but for ordinary steel, 
it may be an argument in favor of a low casting temperature and 
larger nozzle. 

The use of a pyrometer in the shop to tell the temperature of the 
open-hearth bath metal, to the writer seems to be of doubtful merit. It 
is not needed as knowledge of actual temperatures, in degrees, is not 
essential for obtaining regularly good, or even the best, results. Good 
judgment, based on the points mentioned below, and ample experience 
are enough. Still it would be well to know what those temperatures are 
as an aid to complete understanding of the art and for explaining dis- 
crepancies, and particularly for comparing one practice with another. 

When melting steel, the furnaceman becomes familiar with the bright- 
ness of the light from his furnace, as seen through his blue glasses, and 
with the relative brightness of the flame, the cooler back wall, the still 
cooler surface of the slag, and the yet cooler wakes of the gas bubbles 
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rising through the slag from the metal. Then he learns much when 
taking furnace tests and samples. The way in which a stirring rod is 
melted off and the time required therefor, the appearance and behavior 
of the metal in the test cup, the length of time it remains molten, the skull 
remaining in the cup, if any, and the speed of solidification in the test 
mold, all indicate the temperature of the methl. Or he may slowly pour 


_ out a cupful of metal in a stream about the size of a lead pencil when the 


skull remaining, if any, enables him to judge his heat. The vigor of the 
boil (bearing in mind the carbon content of the metal), the behavior of 
the metal in the test cup and ingot, and the basicity of the slag give him 
information as to the tenor of oxygen in the metal, which element tends 
to lessen the fluidity at any given temperature, particularly of low-carbon 
metal. With all these guides, his probable error is perhaps less than that 
involved in taking the temperature of the surface of the bath with a 
pyrometer, then estimating the emissivity of the slag and judging the 
difference in temperature between the top of the slag and the unfinished 
steel beneath. The things noted, which are perhaps the most important 
of those that enable the relative temperature of the metal to be ascer- 
tained, are done before it is too late to correct the temperature, if wrong. 
Determination of the temperature of steel running into the ladle or mold 
is chiefly of value in helping to get future heats right in that respect, 
though too hot a heat may be held a little extra time in the ladle, at 
some risk, before teeming is begun. 

In any steel that has had proper treatment, in other respects, in the 
furnace, the usual defects from casting at too low a temperature are from 
misrunning and cold shuts. Certain steels, however, covering the whole 
range of carbon contents, referred to by Caspersson, Brinell and others in 
Europe, which were cast too cold, were claimed for that reason to be 
badly infested with gas holes. Those holes were located at random 
throughout the ingot, as though made by gases that separated when the 
steel was in the mushy stage just before actual solidification, a condition 
that seems to have existed throughout the whole ingot at about the same 
time, due to the low temperature. Steel cast too hot has other defects, 
which are noted hereinafter. 

In common American practice, the proper or ideal casting temperature 
for any ingot steel is, generally speaking, the lowest that will admit the 
whole charge to be successfully poured without an important amount of 
solid metal (skull) being left in the ladle. 

Caspersson’s table, published in 1882, gives diagrammatically 
the structure of bessemer steel ingots of different carbon contents blown 
and, presumably, cast at different temperatures. It is still of great 
interest. It shows that for soft steels, containing under 0.40 per cent. 
of carbon, and, from the ingot structure given, presumably effervescing, 
there is one ideal temperature (as in American practice), while for harder 
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steels, having 0.4 per cent. or more of carbon up to 1.52 per cent., there 
are two temperatures at which good ingots may be made. At the higher 
of these two temperatures solid piping ingots are obtained, while at the 
lower the ingots are thick skinned; that is, are sound in their outer parts 
but have some deep-seated or central gas holes. If cast at a temperature 
midway between these, the ingot will have ruinous skin holes. The 
higher the carbon, the lower the temperature that will give the kind of 
ingot required, whether solid piping or thick skinned. The temperatures 
are, of course, merely comparative, the actual temperatures not then 
being known; but by assuming the hottest, which is too hot for steel 
containing 0.04 per cent. carbon, to be 1650° C. and the coldest, which is 
too cold for steel having 1.52 per cent., to be 1400° C., and interpolating 
those between, a reasonable list of 30 temperatures is obtained. These, 
it must be admitted do not agree exactly with Table 1, perhaps either 
because the assumptions made are not strictly true or because his 29 
intervals are not uniform, as they are of necessity when obtained by 
interpolation. It corresponds most nearly with the mean of the teeming 
temperatures given and, indeed, it is likely that Caspersson based his 
table largely on observations of steel in the molds. 

To give an example, Caspersson’s steel with 0.55 per cent. carbon 
is sound and settling at the upper limit, and sound except for the gas holes 
in and near the center at about 1530° C. (by interpolation), while at about 
1590° and about 25° each way the steel is ruined by skin holes. Another 
notable point is that each temperature near the middle of the range is 
right for two different steels. Thus 1545° (always assumed), which is too 
cold for steel having 0.15 per cent. carbon, is right for thick-skinned 
ingots containing 0.45 per cent., wrong for steel with 0.95 per cent., and 
right for piping steel with 1.41 per cent. 

Caspersson’s heats were blown from crude iron containing from 3 to 
5 per cent. of manganese and no recarburizer was added. No one whom 
I have asked has been able to give me details of Caspersson’s practice, 
but Brinell and Akerman vouch for the genuineness and reliability 
of Caspersson’s work.! Particularly I have wanted to know how he 
made thick-skinned ingots containing from 0.40 to 1.50 per cent. carbon. 
None of the ingredients of his steels, except carbon, are given, which adds 
to the difficulty of explaining or understanding his results. His only 
solidifier, if he added any, must have been silicon, as aluminum and 
titanium had not then been made in sufficient quantity for such use. 

No practice in America, known to the writer, corresponds to that of 
Caspersson either in respect to two casting temperatures for medium and 
high-carbon steels or for ingots of such steels having sound exteriors and 
central gas holes. Campbell did say that occasional excessively hot 


1 Richard Akerman: The Bessemer Process as Conducted in Sweden. Trans. 
(1893) 22, 265. 


HENRY D. HIBBARD 483 


bessemer heats at Steelton were of good quality and they may have 
corresponded with Caspersson’s higher temperature for settling steel, 
but the practice was not regular or intentional. ) 

At Fagersta, Sweden, in 1916, they were making most excellent acid 
open-hearth steel for the tension members of flying machines. The fur- 
naces were of 20 tons capacity and the ingots were 10 by 10 in. top-cast, 
large end up, with hot tops to limit the pipe. The tops were so made 


-as to be broken off cold to show if the pipe had penetrated the body of 


the ingot or not. The steel rolled beautifully, like wax, in the blooming 
mill, without a crack. I was told that they had open-hearth steel 
melters who could bring their heats out regularly within 10° C. of the 
proper temperature. At the time the claim seemed to be unwarranted 
but not so now. A skilful melter can make practically uniform steel, 
provided his conditions of plant, fuel, and materials are not changed, 
while Caspersson’s table shows that a variation of 10° from the ideal 
finishing temperature may make steel somewhat ‘‘off” in quality. 
Campbell thought that a variation of 10° C. was noticeable in bessemer 
steel, that is, a change in the amount of scrap added to cool the charge 


which would cause a change in temperature of that amount was clearly 


recognizable. 


KILLED STEEL 


In killed steel, the ill effect, if any, of a too high casting heat is 
pronounced ingotism, manifested through the behavior of the carbide 
of iron as well as the solid and liquid impurities, and particularly their 
concentration along the grain boundaries as described. With impurities 
at a minimum, defects attributable to them are proportionately slight. 
There is evidence which indicates that a steel containing considerable 
carbon, say over 0.4 per cent., which is well purified of excesses of oxides 
and gases and then killed by the addition of gas solvents, particularly 
silicon, is, chiefly because of its freedom from sonims, practically but 
little injured in quality by being cast at a temperature considerably 
higher than would be ideal in American practice for opén-hearth steels of 
similar composition. There is, on the contrary, the advantage that the 
higher temperature, by affording longer time during which the steel 
remains fluid, allows any sonims present to separate more completely, 
giving cleaner and, therefore, better steel. It may, however, crack in 
hot-working because of its ‘chill’ dendrites. 

Crucible steel, well killed, may be cast exceedingly hot without 
damage to its quality; even so hot as to melt a groove in the cast-iron 
mold if the stream of steel in teeming plays against it for a second or two. 

Brinell, in Sweden, 25 years ago considered that the casting tempera- 
ture of steel was of secondary importance to composition. His experi- 
ence was, presumably, similar to that of Caspersson with killed acid 
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steels having generally over 0.4 per cent. carbon made from a highly 
manganiferous charge, with, possibly, addition of silicon at the end of the 
heat. As already noted, steel so made may perhaps not be injured much, 
if any, by a too high casting temperature, or perhaps at Caspersson’s upper 
correct temperature for the harder steels. 

The reports we have of open-hearth steel cast excessively hot (from 
an American point of view) are from Europe, and pertain to high-quality 
killed steel, such as for ordnance; where the greatest care is demanded to 
rid as completely as practicable the unfinished steel before tapping of all 
ingredients that are hurtful to quality, particularly oxides and silicates. 
In England, France, and Italy, it has been reported, steel for cannon is 
cast exceedingly hot. That may be right for their steels, presumably 
acid, which are said to be well purified of all oxides in the furnace by the 
action of carbon and manganese, ample time being allowed. Giolitti says 
that such steel, made in Italy, is likely to be cracked in the skin in forging 
even when it is carefully done, which is a sort of guarantee that it will pass 
inspection, particularly in meeting the physical tests. The cracking is 
thought to be due to excessive development of the dendritic “‘chill”’ 
crystals with attendant concentration of carbide between them. A 
desideratum in American practice for killed steels is that the outside of 
the ingot shall be sound and not crack in forging or other hot-working. 

Certain European steelmakers have claimed that the rate of teeming is 
more important than temperature on the quality of fine steels (pre- 
sumably of the harder grades) particularly in favoring freedom from 
cracks when hot-worked. They consider slow teeming essential, to 
insure which small nozzles, down to 34 in. in diameter, requiring 114 
to 2 min. to the ton of steel top cast, or large bottom-cast groups are 
employed. These measures seem to be called for because of the avowedly 
high temperatures at which their steels are tapped. They do not tell 
enough about their methods to enable an average American to understand 
their practice. While the whole story cannot be told, to get a reasonable 
conception of the practice, one should know the size of the furnace and 
molds and the state of the unfinished steel in the furnace as to tempera- 
ture, boil, and residual percentages of carbon, manganese, and silicon; if 
basic, one should also know the contents of iron and silica in the slag. 
In addition, full information as to the additions, manner of making them, 
time elapsed after their addition before tapping, and the final composition 
and temperature of the steel entering the mold should be had. 


Partyy KILLED STEELS 


The ill effects of a too high casting temperature on partly killed 
steels may arise from the action of the high heat on one or more of the 
solid, liquid, or gaseous impurities contained. Such steels, as a rule, 
are not well made, but they vary much in that respect. In the mold, 
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some rise, some stand, and some settle; the best-made settle nearly as 
much as if wholly killed. Usually, they also contain unduly great 
quantities of oxides, both solid and liquid, which become gsonims in part 
at least. 

When the steel is cast too hot, marked ittgotism is present. Many 
of the sonims, which are too small to escape by floating to the top, are 
collected between the chill dendrites... The dendrites are larger than they 
would be if the steel were cast at the ideal temperature. The central 
portion of the ingot may, however, be cleaner of sonims because of the 
excessively hot, and therefore longer fluid, metal as in the case of killed 
steel. Such steel so cast is ordinarily somewhat red short and prone to 
crack when hot-worked. 

Because of the many varieties of partly killed steels, statements about 
them, or any of them, must, to be intelligible, be specific and tell the 
kind of steel under consideration. 


EFFERVESCING STEEL 


When making effervescing steel, the casting temperature, through its 
effect on the gases, is the condition that determines the quality and 
hence the usefulness of the product. It affects (1) in part the activity of 
the boil of the bath in the furnace, which, however, depends also on the 
supply of oxygen that reaches the metal, and (2) the rate of effervescence 
in the molds. The great thing demanded in this steel is that the ingot 
shall not contain skin holes. None whatever can be allowed in steel to be 
rolled direct from ingot to finished plate, but a few small ones may be 
obliterated by a second heating and rolling when that method is followed. 
With a proper boil, the gas that forms the skin holes (probably hydrogen) 
will be present in the metal only in a permissible minimum. Then with 
adequate effervescence (which, with correct casting temperature will be 
obtained) no harmful skin holes will exist in the ingot. The hotter the 
steel is above the ideal temperature, the weaker will be the effervescence 
in the mold. 

Effervescence is the escape of the gases, chiefly carbon monoxide, 
in myriads of bubbles from the molten steel in the mold, the uprush 
of which keeps the metal in violent motion with a churning effect, while it 
progressively freezes from the outside toward the center. The rising 
bubbles throw up a small brilliant shower of sparks from the molten 
metal, which gradually diminishes as the metal freezes Steel containing 
as high as 0.4 per cent. carbon may be made by this method, but the action 
is better or more easily brought about with lower carbon, say below 
0.20 per cent. 

Just why a certain vigor of boil is necessary is not definitely known, 
but probably when it is right, considerable of the dissolved hydrogen 
and nitrogen is carried off by the escaping myriads of carbon monoxide 
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bubbles, so that the steel in the ladle and molds contains substantially 
less of them than when the boil is too gentle. The higher the tempera- 
ture the greater is the solvent power of the metal for gases; hence the 
quieter boil and the more plentiful is the supply of hydrogen to form 
skin holes. Thus the boil determines the saturation point of the metal 
for skin-hole gas, which fixes the distance in from the surface at which 
that gas begins to separate. It should be not less than }4 inch. 

In an extreme case, when the boil is far too weak, the saturation 
point of the molten steel for hydrogen is passed almost at once, when it 
begins to freeze in the mold and bubbles of the gas separate from the 
metal and tend to cling to the solidified skin. With adequate churning, 
due to effervescence, practically all of these bubbles, except at the bottom 
of the ingot, may be dislodged, when they will rise to the top; but if the 
action in the mold is too gentle, some of them may remain and grow and 
so form skin holes. If there is no effervescence, the skin holes will cover 
the whole ingot. 


EFFECTS ON STEEL OF VARIATIONS IN CaAsTING TEMPERATURES 


Let us consider the effects of variations in casting temperatures on 
steels containing 0.15 per cent. carbon. The steel is top-cast into 3-ton 
ingots and the temperatures are taken as at the beginning of teeming. 
The first case is when the boil and temperature (1575° C.) are right. The 
quantity of hydrogen in the molten steel may then be so small that the 
saturation point of the metal for that gas will not be passed until perhaps 
14 in. of metal, or even more, has frozen on the outside against the mold 
walls. Then the hydrogen begins to separate as small bubbles that tend 
to attach themselves to the frozen shell of the ingot only to be dislodged 
by the churning effect due to the effervescence. A few of the hydrogen 
bubbles may remain on the sides, near the bottom, where the effect of 
the rising bubbles is naturally weak, for the reason that they begin to 
form there, and therefore are small. Skin holes will also occur in a zone 
extending over the bottom, the same distance in as on the sides, there 
being no washing effect in that zone. The frozen shell of the ingot 
appears at the top as a rim next to the mold, which rim grows inward 
and level as solidification progresses. A cast-iron cover plate is usually 
laid on when the rim is an inch thick or so (without which the metal in 
the center, which is the last to freeze, might rise a little), and the ingot 
when solid has a flat top, the metal neither rising nor settling. Such an 
ingot will have a solid skin of metal 2 or 3 in. thick, then a zone of inter- 
mediate gas holes, and inside of them, perhaps, a few central holes. It 
will be of good quality. 

With slightly hotter steel (perhaps 1590° C.) the effervescence, while 
brisk, is inadequate and the metal rises in the mold a little so that the 
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rim rises toward the center, forming a frustum of a pyramid on which a 
cover plate is laid. Such steel will probably roll well and be free from pits 
in the plates and seams in the blooms made from it. 

With still hotter steel (say 1610° C.) the steel may rise for an inch or 
two before it begins to rim in. The rim will then forma frustum. Such 
steel will be rather “thin skinned” and the métal covering the skin holes 
may be burnt through in the heating furnace and lined with oxide of iron, 
thus forming pits and seams in the rolled product. 

When the steel is excessively hot (say 1630° C.), in the mold it has an 
oily appearance and continues to rise without stopping when teeming is 
finished, whether bottom or top-cast. There is no evolution of gas from 
the metal, at first, but after some minutes a little may break through the 
top surface and escape giving the ingot aragged top. Such an ingot may 
increase in bulk 12 or 15 per cent. after teeming and will have a profusion 
of skin holes all over. When it is broken or cut in two the elongated 
skin holes are displayed on the exposed surface extending in 1 or 2 in. and 
close together like cells in a honeycomb. It is strictly correct to call such 
an ingot honeycombed. When rolled, these skin holes form ruinous 
defects, such as pits and scabs on the surface of plates and seams and 
tears in blooms. 

If the boil is right but the bath is moderately too hot, the skin holes 
will be in some depth from the surface but deeper in there will also be a 
zone of intermediate holes. 

Why low-carbon steel intended to effervesce will not do so when 
excessively hot is not known. A plausible explanation is that at the too 
high temperature manganese has power to decompose carbon monoxide, 
which would cause the effervescence, if present in normal quantity. 
This gas does not appear though other gases, presumably hydrogen and 
nitrogen, do, so it must be destroyed as it is insoluble in solid steel and 
if present in the metal would be expelled therefrom in freezing. Manga- 
nese is the only element present in quantity so it would seem that that 
element, under the influence of the high temperatures, is the cause. 
Though the volume of carbon monoxide in full effervescing steel is large, 
its weight is small and the quantity of manganese present is overwhelm- 
ing. This power of manganese, if it obtains, is acquired within a rather 
small range of temperature, presumably 25° or 30°, but not at one partic- 
ular degree as the effect is gradual. In high-carbon steels, the tempera- 
ture of assumed decomposition of carbon monoxide by manganese, say 
over 1590° C., may not be reached because of the relatively low melting 
points, and hence of casting temperatures of such steels, but if it is 
attained no harm from that circumstance would result because all gases 
are, or should be, suppressed in such steels. This explanation is at 
variance with what might be expected from the calorific powers of carbon 
and manganese when combined with oxygen, but the effect of high tem- 
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perature in changing chemical affinities is but little known. Silicon, 
having a lower calorific power than carbon, decomposes carbon monoxide 
at a red heat so it is not impossible, or even improbable, that manganese, 
even though its calorific power is much lower than that of silicon, may 
do so at a sufficiently high temperature. The small amount of carbon 
present may permit of this when a larger percentage would not. It is 
only when making low-carbon steels that such a temperature is likely 
to be reached. 


DISCUSSION 


ALBERT SauveuR,* Cambridge, Mass.—This paper once more calls 
our attention to a question that has been much discussed by metallurgists 
but has never been answered in a satisfactory manner. Is there for each 
steel an ideal teeming temperature and if so what is that temperature, and 
what are the objections to teeming at a higher or at a lower temperature? 

It is generally held that there is a teeming temperature, for each 
percentage of carbon in simple ingot steel, that will yield the best results 
and that that temperature is as little above the melting temperature of 
the steel as is consistent with the absence of cold shuts and of heavy ladle 
sculls. Higher teeming temperatures are generally considered injurious. 
The author, however, admits that good results have at times been 
obtained from steel teemed excessively hot. 

The ideal ingot should have as fine a dendritic structure as canbe 
imparted to it and should be as free as possible from what the author calls 
“chill dendrites.” For a given composition these conditions depend 
principally on the rate of solidification, a slow solidification resulting in 
large dendrites and in pronounced chill dendrites. The rate of solidifica- 
tion in turn is affected by: (1) the size and form of the casting; (2) the 
character of the mold and its temperature at the time solidification begins, 
and (3) the teeming temperature. 

It is generally stated that a high teeming temperature promotes a slow 
solidification and, therefore, a coarse dendritic structure and pronounced 
chill dendrites. It is well to point out that a high teeming temperature 
per se has no such influence—its retarding action on solidification is due 
to the fact that a hot metal heats the walls of the molds to a higher tem- 
perature and this in turn slows down solidification. Could this higher 
preheating of the molds be eliminated, there is no ground whatever for 
believing that a higher teeming temperature would cause coarser 
dendrites. Neither is there any ground for believing that the existence of 
chill dendrites has a detrimental action on the quality of the steel; they 
are objectionable, however, because they may lead to the cracking of the 
ingots in forging. A higher teeming temperature affords more time for 
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the inclusions to leave the metal and, in well-killed steel, the evidences 
are not conclusive that a high teeming temperature is injurious. 


Haaxon Sryrt,* Philadelphia, Pa.—In the second paragraph, the 
author states that three things largely determine what a batch of steel 
will be—composition, casting temperature, {ind rate of teeming. He 
forgets the time for refining or finishing of steel in the furnace. He 
classifies steel as killed, partly killed,.and ‘effervescing, and seems to con- 
sider all these steels permissible. I may draw a parallel to this classifica- 
tion and say that steels are well made, poorly made, and rotten; and I 
do not mean that all killed steels are good. I do not think any steel 
containing blowholes is permissible at the present stage of metallurgy. 
It might have been permissible when steel making on a large scale was 
in its infancy, say thirty or forty years ago. Maybe one reason was that 
they could not get a high enough temperature to refine the steel properly 
and in order to get some kind of useful steel they had to adjust the tem- 
perature more or less to the ingot molds, sizes, sections, etc., in an 
endeavor to get the blowholes at the place where they did the least harm. 
But they always do harm. The steel is not good as long as it contains 
blowholes; all plain steel should be made without blowholes. 

The author states that the skin holes found in ingots probably contain 
more hydrogen; I have not been able to find any reliable reference, or 
investigation, that shows that the blowholes themselves contain hydrogen. 
He also states that by adding certain elements he can prevent the forma- 
tion of gas; for instance, by adding aluminum and silicon he can prevent 
gas evolution because these elements take up hydrogen and nitrogen. 
This seems to be impossible; we do not know, for metals like aluminum 
or silicon, what the solubility of gases are at the high temperatures. It is 
not possible to have hydrides or nitrides of these elements at those high 
temperatures, and the only possibility of having such metals absorb a 
large amount of hydrogen or nitrogen would be if they could form stable 
hydrides or nitrides. The whole explanation of the presence of blow- 
holes seems to be the unfinished condition of the steel, that the oxygen is 
not reduced sufficiently. 

The author says that the possible explanation of why low-carbon steels 
do not effervesce though excessively hot, is the presence of manganese, 
which should decompose the carbon monoxide. I have shown, in some 
previous papers, that the reducing power of carbon increases with tem- 
perature. In other words, at a higher temperature the carbon should 
reduce the manganese oxide and carbon monoxide would escape from the 
liquid steel. If there was a reduction of carbon monoxide by test both 
the oxygen and carbon must stay in the steel as manganese oxide and 


carbide. 
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Groran V. Luprssen,* Reading, Pa.—The optical pyrometer, up to 
the present time, has been considered more or less of a curiosity. The 
literature has been confined to occasional temperatures taken in the 
course of experimental work, much of which has had to do rather with 
the study of the adaptability of the instrument to various purposes than 
with its application to problems of control in practical melting opera- 
tions. The author has been the first to take the mass of information 
thus accumulated and mold it into useful form. With Table 1 as a 
_ start, the time does not seem far distant when the practice of recording 
temperature observations on each heat of steel will be regarded as much 
a part of the routine of steel making as is the regular chemical analysis. 

The temperatures shown in Table 1 are applicable to 50-ton open- 
hearth furnaces. It is interesting to compare these desired temperatures 
with data of a similar nature compiled over a long period on 6-ton electric 
furnaces. Before making such comparisons, however, it might be well 
to explain the method used in deriving these desired temperatures. 

It has been found convenient, in the determination of proper tapping 
temperature of any steel, to use as a datum line the “‘skull temperature” 
of that particular analysis. By “skull temperature” is meant the lowest 
temperature at which the steel will flow from the ladle, and may be 
determined as follows: Temperatures are observed at intervals through- 
out the course of teeming, and these readings are plotted in a curve with 
temperature as ordinate and time as abscissa. On the colder heats, the 
curve falls to a certain definite point in temperature, after which it 
becomes horizontal, the temperature remaining constant down to the last 
metal. Ladles from heats showing this type of curve are invariably 
skulled, so that undoubtedly the last metal in such cases is of the lowest 
temperature at which it is possible to pour. This temperature has been 
called the skull temperature and, over a great many heats of various 
carbon contents, has been found to be about 10° C. above the ivon-carbon 
liquidus. Having determined the skull temperature of any steel and 
knowing the drop in temperature during tapping, drop in temperature 
per minute during the time in the ladle, and duration of teeming, it is 
possible to estimate the desired tapping temperature. 

The following list of skull temperatures for carbon steel has been 
determined. ‘This list has been compiled from results obtained over a 
run of several thousand heats, all of which were teemed into approxi- 
mately 10-in. ingots: 


Patong: ne Pear Cn: oe Daca Cle 
0.40 1492 0.90 1454 
0.50 1484 1.00 1447 
0.60 1476 1.10 1439 
0.70 1469 1.20 1431 
0.80 1461 
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Comparing this list with Table 1 will show that the skull temperatures 
are somewhat lower than the desired end temperatures : they range 
from 28° lower for the 0.40 per cent. carbon steel to 9° lower for the 1.20 
per cent. carbon steel. Also, the desired tapping temperatures necessary 
to finish pouring 10° to 15° C. above the skull temperature on a 6-ton 
heat are about 15° higher than the tapping’ temperatures in Table 1. 
These results thus afford an interesting confirmation of the author’s table. 

It has been noticed on a number of heats of steel not properly finished, 
that the skull temperature is 10° to 15° higher than it is on properly 
finished heats of the same analysis; this is an interesting confirmation 
of the view that the presence of oxides tends to raise the freezing point. 


A. G. ZimerMANN,* Washington, D. C.—The statement is made 
that 1 per cent. of manganese lowers the melting point of the mixture 
3°, 1 per cent. of carbon lowers the melting point 90°, and 1 per cent. 
of silicon lowers the melting point 1.1°; these values apparently have 
been deduced by simply taking a direct proportion of the difference 
in melting points in iron, manganese, and silicon. If our experience 
with low-melting-point alloys and with the equilibrium diagram in general 
be followed, it would tend to justify the statement that the effect of one 
metal on another does not follow the exact ratio of the proportions of the 
two elements. 


A. L. Frrmp,t New York, N. Y.—It should be possible from the 
published diagrams of the Fe-Mn and the Fe-Si systems to obtain a more 
accurate estimate of the effects of manganese and silicon on melting 
point than that given in the paper. The location of both liquidus 
and solidus curves have been determined for the former system by 
Guertler and Tammann (1907). Similar data relative to the Fe-Si sys- 
tem have been obtained by Levin and Tammann (1905). In addition, 
the ternary system Fe-Si-C has been investigated in part by Gontermann 
(1911). The effect of silicon, in particular, on melting point is much 
greater than would be predicted from a straight-line relationship, because 
of the occurrence of a eutectic between iron and the compound FeSi. 

The statement that nitrides are dissociated at high temperatures is 
subject to at least two notable exceptions. The nitrides of both titanium 
and zirconium are known to occur in steel in a thermally stable and 
insoluble form. In the case of zirconium at least, the insoluble nitride 
may be largely eliminated from the molten steel with a resultant decrease 
in total nitride nitrogen content. Nitrogen is known to be appreciaby 
soluble in steel, and in those cases where the addition of an element, 
such as silicon, which does not form an insoluble nitride, prevents evolu- 
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tion of nitrogen during solidification, the presence of the element probably 
increases the solubility of nitrogen in liquid steel. 


Grorce A. Orrox, New York, N. Y.—The author says that he 
would rather trust a trained eye than a pyrometer. By shielding the 
pyrometer, it is possible to get a temperature reading that will note 
the correct temperature reading and that can be used for the handling 
of the temperatures in the open-hearth furnace. Very good results 
can be obtained when such an instrument is installed and watched in 
connection with other indicating instruments than can be used in the 
open hearth. Whether they will ever reach the stage where they may 
be substituted for the trained eye is debatable. 


GrorGE V. LureRsseN.—Those who have had considerable experience 
with pyrometers will agree with the author that, at present, temperatures 
‘ taken in the furnace are next to worthless and, if anything, misleading. 
It is a bad thing, in any case, to take initiative away from another. In 
other words, if you attempt to take temperatures in the furnace and 
control those temperatures you take a certain amount of initiative away 
from the workman; the reactions occurring in the furnace are so closely 
tied up with temperature and as he is accustomed to judging temperatures 
in other conditions by the eye, that giving a man actual temperatures is 
a hindrance rather thana help. As far as keeping control of temperatures 
is concerned, it has been found perfectly practicable to record heats, 
tapping temperatures, and pouring temperatures on curves; that is, 
making curves of each heat content and showing exactly the progress of 
these heats in teeming, so that the man can gage his eye for future heats. 
That plan has been worked out and has been found very satisfactory. 


ALBERT SAUVEUR.—If you want to keep a knowledge of temperature 
away from the workman for fear of taking away his initiative you might 
also avoid telling him anything about the chemical composition for 
like reasons. 


Grorce V. Lurrssen.—I did not mean to infer that a knowledge of 
temperatures should be kept from the workman. In the work thus far 
conducted, the men have been trained to think in degrees rather than in 
such indefinite terms as “hot,” ‘‘cold,” ‘‘hot-side,” ete., and this has been 
accomplished by giving them a record of each heat tapped. In the 
absence of a definite and reliable method of indicating furnace tempera- 
tures, this appears to be the most satisfactory method thus far devised. 

Those who have had considerable experience with the optical pyrom- 
eter will agree that at the present stage of our knowledge, temperatures 
taken in the furnace are next to worthless, if not actually misleading. 
Even though it were possible to obtain reliable temperature readings in 
the furnace, it is a question whether taking the iniative from the melter 
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in this matter of temperature judgment, which is so closely related to 
other conditions in the furnace, would not result in a hindrance rather 
than a help. On the other hand, it has been found practicable to control 
temperatures within very narrow limits by means of graphs showing the 
temperature history of the heat from tap#to finish. These graphs, 
given the melter directly after the completion of pouring each heat, are 
a valuable aid in gaging’ the temperature-of future melts. This method 
has been employed with entire satisfaction. 


R. F. Harrineton,* Boston, Mass.—During the past two or three 
years, with greater requirements for the use of the optical pyrometer we 
are getting many thousands of readings during the year. In the pouring 
temperatures, we have considerable use for the optical pyrometers but 
in their more extended use we have taken away from the pourer an idea 
as to the true temperature of that metal. That is, he becomes so depend- 
ent on thé optical pyrometer that when the pyrometer goes bad—and 
they all do with the best of checking and with the best of care—you are 
frequently “‘up against it’’ for the pourer has become so dependent on 
it that he mispours on a series of castings. The optical pyrometer has a 
definite place and it is used in our plant for the purpose of controlling 
the melting temperature. We are operating on pulverized coal and, 
learning the first tap as taken by the optical pyrometer, we can cut back 
our furnace very definitely and in this way the operation becomes more 
mechanical; but we have realized that the pourer really needs a practical 
knowledge of the pouring temperatures. 


Grorce A. ORROK.—When you have an instrument, even when it is 
not a very good instrument, you can control your temperature much 
closer than is possible by eye; that is true in any process where combustion 
is taking place. | 


A. L. Fermp.—I do not believe that practical steelmakers will agree to 
the statement that melting temperatures cannot be estimated within 
150° by ordinary visual observation. It is more probable that an experi- 
enced melter can control the average temperature of the steel bath within 
close limits, say, 10° or 15° C. It should be remembered that an optical 
pyrometer measures the temperature of a very small area within the 
furnace. The average furnace temperature can be obtained only from 
a large number of readings and this average temperature does not corre- 
spond to the average temperature of the metal bath beneath the slag. 


L. F. Rernartz,t Middletown, Ohio.—In answer to the statement 
that all ingots should be solid and have no blowholes, I wish to say that 
ll EE —_————__—_— 
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it, depends entirely on the use that is to be made of the steel. Steel- 
makers for many years have known that, for certain purposes, effervescing 
steel is preferable to an absolutely killed steel; provided that such steel 
is properly finished in the furnace. As to whether high manganese in 
low-carbon steel has some deleterious effect on the steel I do not know; but 
I do know that when we are normally operating on a 0.35 to 0.45 per cent. 
manganese and 0.120 per cent. carbon steel, and we get a 0.50 per cent. 
manganese we are very apt to have a rising steel, provided the same 
amount of deoxidizer has been used in both heats. 


Henri Le Cuatrevier, Paris, France (written discussion*).—It is 
always useful to apply exact figures to industrial operations, even when 
they can be conveniently carried on by a simple routine. In fact, the 
_ writer believes that measuring temperatures in open-hearth furnaces may 
be very useful in the operation of making steel. The disappearing- 
filament pyrometer is a simple enough method to be put into the hands of 
any shop foreman, or even of the ordinary workman. 

It is true that some furnacemen have an extraordinary facility for 
knowing exactly the right moment for casting the steel. By watching 
the solidification in the test mold, the rate of melting of the stirring rod, 
the fracture of the skull, they deduce the state of the steel bath. But this 
empirical faculty cannot be taught; some haveit and some donot. Onthe 
other hand, measurements of temperature can be made by any one. 

Exact determination of the pouring temperature of the steel as it 
’ comes from the furnace is difficult, if not impossible, because the tempera- 
ture is not uniform throughout the furnace. The surface layers are 
hotter than those deeper in the bath; the temperature of the pouring 
stream generally rises during tapping (the variation may be 50°) it is not 
possible to have all the tapping done at the highest temperature. But 
the mixing of the metal as it mingles in the ladle remedies that difficulty. 
The only important thing, in fact, is the temperature in the ladle. 

The size and shape of the crystallites that develop during the solidifi- 
cation of the steel certainly have a great influence on the properties of the 
metal; these depend on many factors, of which the temperature is among 
the most important, and this effect of temperature is not easy to explain. 
The longer the metal has been melted at a high temperature, the larger 
and more regular will be these crystallites. The effect of temperature 
is particularly marked in the solidification of bronze containing 10 per 
cent. of tin. A variation of 100° in the melting temperature causes such 
great differences in the texture of the alloy that the results appear to be 
two different substances. 

Agitation has an equally great effect. It brings about a mixed 
crystallization that generally is advantageous. The fall of the metal into 
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_ the mold produces a puddling that disappears little by little. The hotter 


the metal, the longer is the time that elapses before the beginning of 
solidification, which gives the interior movements a longer time in which 
to stop. Hence it is difficult to separate the influence of temperature 
from that of agitation. They are, nevertheless, two distinct and impor- 
tant elementary factors in the crystallization‘ of ingots. 


Witu1am J. Prikstiey,* Pittsburgh, Pa. (written discussion).— 
The temperature figures apply only td ingots; steel temperatures for 
castings would be higher. The effect of temperature in casting is very 
evident as steel of exactly the same chemical analysis, made in the same 
manner, and cast in the same size molds will behave well in one instance 
and badly in another. The only apparent difference is the temperature 
at which it is cast in the mold. We have all seen this occur in both 
deoxidized and effervescing steel. A fourth factor in determining what 
a batch of steel will be after casting that might have been mentioned 
is the rate of cooling the steel in the mold. 

I was particularly interested in this subject on account of the work 
we are doing with ferroalloys; the behavior of the various elements with 
one another is governed in a large degree by the temperatures at which 
they are brought together. The reactions in many instances are more 
truly physical than chemical. 

I have searched my files for actual data on casting temperatures to 
compare with the “‘assumed finishing temperatures” given in this paper; 
as far as I know, the steel represented by these actual figures made good 
ingots. In most cases, the temperatures are lower than those in the paper 
but they are close enough to show the practical value of the author’s 
systematic gradations of temperatures, for varying carbon contents. 
Also, as he suggests, modifications may have to be made for varying 
conditions of composition, teeming and mold sizes. The actual tempera- 
tures were as follows; the differences from the author’s figures are shown 
in parentheses: 


| Tapping Teeming Temperatures | eee 

Kind le eeereee (7) ay from Author's 
Beginning, ind, , 

| ong Derreas C. | Teerise C. Degrees C, 
Effervescing.......... | 0.15 | 1575(—35)| 1525(—50) | 1500(—45) —48 
ier VeScCingy e..4a. 6 er One 1605(—5) | 1550(—25) | 1535(—10) —13 
Deoxidized........... 0.22 | 1575(—18)| 1525(—33) | 1500(—38) 2G 
Deoxidized........... | 0.25 | 1565(—35)| 1525(—40) | 1510(—25) 28 
Weoxidized i sseaene.. 0.38 | 1565(—22) | 1525(—27) | 1505(—17) oe 
Wennidizeds es...) 0.87 © | 1550(4-12) | 1490(=18) | 1475(+-2) ati 

nc 
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As an instance of how these theoretical temperatures may have to be © 
raised or lowered, depending on the nature of the work, I submit for 
comparison some actual temperatures obtained from pouring acid open- 
hearth steel into a particular kind of casting. 


TAPPING 
Sere tae ae TEEMING TEMPERATURE 
Per Cent, LADLE, BEGINNING, END, 
CARBON Decrees C.. Decrees C. Decrees C. 
NCUA irs ctastas.> piace ie eee rernens 0.30 1630 1490 1500 
MGOreticalls nas, eta eae ete 0.30 1595 1560 1530 


The extreme drop from tapping to beginning of pouring is probably 
due to the length of time the steel was held in the ladle, the metal near the 
bottom being chilled and that at the top of the ladle under the slag 
being hotter. 

There are conditions under which an excessively hot steel, even in the 
furnace, may be detrimental; the steel should be no hotter than required to 
flux out readily the products of oxidation, in the form of non-metallic 
inclusions. When selecting deoxidizers, or scavengers, suitable combina- 
tions should be chosen so as to form complex slags of the lowest melting 
points that will rise most effectively out of the molten bath of steel. 
Many excellent deoxidizers do not have slag-forming properties, and 
unless they are combined with other agents, will remain in the steel 
regardless of temperature. As extremely hot steel has a greater solvent 
power for gases than steel at a lower temperature, the reason is obvious 
why a temperature higher than that required to clean the steel from non- 
metallic inclusions is unnecessary and even harmful in instances where 
residual silicon and manganese are high. 

The author attributes the failure of the low-carbon steels to effervesce 
when excessively hot to the manganese in low-carbon effervescing steel 
where silicon is not present. The same thing would occur, perhaps to a 
more pronounced degree, if residual silicon were present and a growing 
ingot would be the result. Foundrymen will also observe some difficul- 
ties in trying to kill an excessively hot steel that contains high 
residual silicon. 


H. W. Giutertr,* Washington, D. C. (written discussion) —It is to be 
hoped that the object of this paper—to bring to light quantitative data 
on finishing temperatures—will be attained in the discussion. Such 
data exist and should make it unnecessary to go back to 1882. At the 
Charleston Naval Ordnance plant, temperatures of the tap and of the ladle 
stream were taken steadily for four years and were considered indispen- 
sable. One modern alloy-steel plant has an optical pyrometer in this 
service 24 hr. a day. This plant, and others, are actively looking for a 
means for measuring the temperature of the steel in the furnace below the 
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slag. They realize that for actual furnace control the “ ample experience” 
and “good judgment” mentioned must still be called upon, but find it 
an advantage to check the melter’s judgment by determining tapping 
temperatures. They look forward to the time when they can shorten 
the period of training a new melter by teachirg him in a day or a week to 
handle a pyrometer and turn out heats at a predetermined temperature, 
instead of waiting ten years for his experience and judgment to mature. 

Modern makers of quality steel aré not so pessimistic about actual 
temperature measurements as is the author. Competent American steel- 
makers question the allegation that foreign practice or gun steel involves 
“excessively” high temperatures; until both foreign and American 
practice can be reported in degrees, instead of “assumed” degrees, or by 
adjectives, the question will remain open. 

Many minor statements are open to question or to qualification. Are 
iron sulfide and ferrous oxide soluble in iron? Are manganese sulfide and 
manganese oxide insoluble? Is carbon ‘‘undoubtedly in combina- 
tion” in molten steel? Does metal have a greater solvent power for gases 
the higher the temperature? Is the gas in the skin holes hydrogen? 
Lowering of the melting point will rarely be directly proportional to alloy 
content. Rumelin and Nick? find the lowering due to manganese double 
that stated by the author, though the difference is negligible. 

Popp’ has given data on about 100 heats from 40-ton furnaces at the 
August-Thyssen-Hiitte. He used an optical pyrometer, his corrections 
for deviation from black body conditions are within 2° C. of those given 
by Burgess.4 The average temperatures measured by Popp differ con- 
siderably from those assumed by Hibbard. Instead of a 50° difference 
between tapping and mean teeming temperatures, Popp finds an average 
of 35°. For 0.10 per cent. carbon steel, Hibbard’s mean teeming tem- 
perature is 1565°; Popp’s 1645°, a difference of 80°. For 0.20 per cent. 
carbon, Hibbard’s temperature is 1555°, Popp’s, 1620°, a difference of 
70°. For 0.30 per cent. carbon, Hibbard’s temperature is 1545°; Popp’s, 
1590°, a difference of 45°. The time from tapping to teeming ran from 
6 to 8 min., ¢. e., closely the same as that assumed by Hibbard for Table 1. 
Teeming took 15 to 20 min. from the 40-ton furnaces against Hibbard’s 
assumption of 30 min. for a 50-ton furnace. Popp finds that with a 
suitable slag layer on the ladle, the teeming temperatures actually rise, 
at least up to a period of around 20 min. instead of falling; his explanation 
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agrees with that put forth by Hibbard to explain his small assumed 
temperature drop in the ladle. 

The differences between the Popp and the Hibbard temperatures for 
the stream entering the ladle on tapping, for 0.10, 0.20, and 0.30 per cent. 
carbon, 65°, 50°, and 30° C. Hibbard’s temperatures, plotted against 
carbon content, give over this range a line parallel to the melting point 
curve, while Popp’s show a greater temperature interval, the lower the 
carbon. Conversely, at higher carbon content, extrapolation of Popp’s 
data would indicate a better agreement with Hibbard’s assumptions than 
at the low carbon. It is reasonable to suppose that there is not really 
50° to 70° C. difference between the average finishing temperature of a 
0.20 per cent. carbon steel in Germany and in the United States. 


I. A. Brnuiar, Burnham, Pa. (written discussion).—While I agree 
that tapping and teeming temperatures are important, I do not believe 
that a variation of 20° F. can be shown to make steel “‘off”’ in quality. 
The manufacture of steel is not such an exact science that such small 
variations in temperatures have any influence on the quality of the 
final product. 

More killed steel is injured by improper manipulation of the bath than 
by small variations in casting temperatures. Practices, such as melting 
heats too low in carbon to have ample time for refining, in order to cut 
down the time per heat, oreing a heat almost to tapping time, using coal 
or coke in the ladle and using large quantities (100 lb. to a 60-ton heat) 
of aluminum in the ladle are more likely to result in lower quality products 
than a reasonable variation in casting temperatures—say 50° F. plus or 
minus from the ideal established in each plant. 

In Tables 2 and 3 are shown data on twenty acid heats taken at 
random from our files. The charges are 130,000 lb. in 55-ton furnaces, 
tapped into cold ladles and held 10 to 30 min., depending on tapping 
temperatures. This interval is taken from the time the slag starts to 
run over the lip of the ladle. The 55-ton ladles have a lining varying 
from 7 in. thick at the top to 11 in. thick at the bottom and 9 in. of 
brick over the bottom; 2-in. nozzles are used and all steels are top poured. 
About 1000 to 2000 lb. of skull remains in the ladle after teeming, which 
takes 35 to 75 min. depending on the number of ingots. Fifty per cent. 
ferrosilicon and 80 per cent. ferromanganese are added in the furnace and 
fuel and air are shut off about 20 to 25 min. before tapping. Slag tem- 
peratures are taken immediately after shutting off the fuel and before 
additions are made. 

The large drop from tapping temperature to teeming temperature is 
due to tapping into a cold ladle with a heavy lining and also to the length 
of time the heat is held in the ladle. After the heavy lining is thoroughly 
heated by the steel the drop in temperature is slow, averaging 65° F. 
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during teeming, which is not far from the author’s allowable drop, although 
he assumes, in Table 1, that teeming takes 30 min., while our time will 
average 50 min. Our average tapping temperatures for 0.70 and 0.48 
per cent. carbon steel agree almost exactly with those shown in Table ie 
but our teeming temperatures are considerably lower. 

The author recommends that the tapping temperatures should vary 
to compensate for a large or small charge. This has not been our experi- 
ence. We tap 90-ton heats at the same temperature as the 55-ton heats, 
and find temperatures during teeming to be about the same as on the 
smaller heats. 

I have never been able to detect any variation in the behavior of the 
ingots in the press or rolls that might be traced to a difference in casting 
temperature of 50° F. from our average. In other words, an 8200-lb. 
ingot teemed in 214 min. at our average temperature of 2675° F. and a 
similar ingot teemed in the same time at 2625° F. will not show any 
difference in skin defects. If the heat has been properly made neither 
should show any defects when rolled or pressed. Teeming speed is of 
more importance in the elimination of skin defects. We have repeatedly 
teemed alternative ingots from the same heat at high and low rates of 
speed and carefully compared results after blooming; the faster poured 
ingots always showed more skin defects. 

I have never been able to notice any difference in physical properties 
due to 50° F. difference in casting temperatures. Physical tests from 


TABLE 2 


Furnace charge 130,000-lb. acid steel, top poured through two 2-in. nozzles; average 
final analysis, carbon 0.70 per cent., silicon 0.22 per cent., manganese 
0.66 per cent. 


| Temperature, Degrees F. | 
al | | | Teeming | Spingots | Cent. 
| ake | Tapping, |Teeming,| Teem- | Minutes | Tana; Poured | Carbon 
| 25 Min. Entering | Begin- | ing, Held in 
| Before Ladle ning End | Ladle | 
| Tapping | | | | | 
: 
1 3035 2880 2720 2610 | 15 64 145 | 0.69 
Py 3105 | 2880 2690 | 2625 | 15 38 iii 0.73 
3 er aO20 2850 2670 2600 15 9 48 154 OL 72 
4 | 3025 2860 2690 | 2600 15 44 115 0.66 
5 3060 2865 2650 | 2580 14 52 122 0.72 
6 | 3020 2860 2670 2625 | 18 «| 53 125 0.70 
ff 2980 2790 2650 2600 | 10 49 113 0.75 
8 3045 2850 2690 2610 15 45 122 0.67 
9 ; 3025 2840 2690 |} 2625 | {lil | 43 129 | 0.75 
10 3025 | 2810 2650 | 2600 | 15 47 Foy | staid 
INSIEYA aie | 30385 | 2849 | 2677 2608 | 14 | 48 HOAG © |) OR Ae 
| | 
ee ee ee 
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final heat-treated products or from specially made test ingots do not show 
variations that can be traced to variations in casting temperatures. 

I agree that the use of a pyrometer to tell the temperature of the 
open-hearth bath metal is of doubtful value. 


TABLE 3 


Furnace charge 130,000 Ib. acid steel, top poured through one 2-in. nozzle; average 
final analysis, carbon 0.477 per cent., silicon 0.20 per cent., manganese 0.60 


per cent. 
a Tp te a ea a a Ok Ea a A i a RE i oe eS 
Temperature, Degrees F. | | 
sR | 
Mae in | | | Teeming | Number | Per 
ne: Teenie heme | Teem- | Minutes | Comey | eee PS 
25 Min. Seas Bein | ing, | Heldin | | 
Before Ladle | She End | Ladle | | 
Tapping | | | | 
1 3080 2880 2690 | 2615 15 58 18 | 0.48 
2 3075 2880 2650 | 2600 20 61 15 | 0.45 
3 3060 2880 | 2710 | 2610 PAU) All 15 | 0.46 
4 3130 2880 | 2670 | 2600 20 | 63 15 | 0.48 
5 3045 2810 2650 2610 15 | 53 15 | 0.45 
6 3045 2830 | 2650 2580 Uns 62 15 | 0.48 
7 3075 2890 2690 | 2625 18 41 15 =| 0.46 
8 3025 2850 2690 | 2580 14 45 | 15 | 0.55 
9 3090 2930 2680 | 2610, 30 | 55 | 15 0.48 
10 3030 | 2880 2680 | 2610 | Loe) 500 15 | 0.48 
AVC, 0.50 3065 2871 | 2676 | 2604 | 18 | 56 | 15 | 0.477 
| 


All except, No. 1 poured into 23-in. round molds with round corrugations; weight 
of mold 15,000 lb. Weight of ingot 8,200 lb. 


W. P. Barpa, Philadelphia, Pa. (written discussion).—The author 
says: “Three things largely determine what a batch of steel really will be; 
viz., composition, casting temperature, and rate of teeming.”” Composi- 
tion should include the degree of refinement, all of which was fully 
discussed by Doctor Howe and the writer in a paper® read in 1922. Cast- 
ing temperature, joined with rate of teeming, is a very mixed problem, 
involving elements of composition, refinement, size of ingot mold, shape 
and character of ingot mold, method of pouring (that is, top or bottom), 
and the casting temperature chosen out of these varying elements cannot 
be stated in terms of degrees of temperature for anything except one 
particular set of these conditions. Rate of teeming, and consequent 
casting temperature within the ingot, which alone is important, should be 
regulated by the judgment of the man in charge of pouring, carefully 


® Acid Open-hearth Process for Manufacture of Gun Steels and Fine Steels. 
Trans. (1922) 67, 172. 
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observing and judging all these conditions from the appearance of the 


metal as it rises in the mold. Therefore, within the problem of making a 
good ingot, casting temperature is perhaps one of the widest permissible 
variables and should not be sought to be governed by a fixed pyrometric 
measurement of temperature. 

It is true, as mentioned in the third paragraph, that most results 
hitherto reported “demonstrate the efficiency of pyrometers used rather 
than aid the steelmaker.”’ In this connection, one is reminded of the 
early days of pyrometers used for measuring temperatures of steel in 
heating furnaces, when the revered William Metcalf, much doubting the 
then efficiency of any pyrometer offered, ventured the statement that 
“the God-given pyrometer, the eye, was much the most sensitive and 
dependable when properly educated.” This is supported by parallel 
work when the microscope entered the field of iron and steel metallo- 
graphy, because those of us who were interested in the pioneer stages of 
the application of the microscope found that it was necessary to make 
many, many thousands of observations before lines of incidence could be 
observed and deductions drawn. Much the same situation presents 
itself on pyrometric observations of pouring temperatures of steel, and 
the contributing and collateral data are even more important for close 
observations and recording in a well worked out daily log of each 
heat and operation than is the mere recording of an observed 
pyrometric temperature. 

Under the caption Pouring Temperatures, the paragraph beginning 
“The effect of temperature on crystallization,” the author has well 
stated truths, whose elements have been carefully worked out. But, in 
the first paragraph on page 478, the author’s claim that “there is little if 
any segregation” should not be taken as dogmatic, because the size of the 
ingot, the chemistry of the steel as concerns much or little mass of segre- 
gating elements, and the degree of control of pouring, as many times 
described, will greatly affect the truth of sucha statement concerning segre- 
gation. One might call attention to an oft-stated ideal condition of 
pouring by repeating: ‘The ideal temperature for casting a good ingot 
is to have matters so arranged that the ingot is filled with fluid metal 
during one second of time, and completely solidified, though not chilled, 
during the next succeeding second of time, and that any departure from 
this ideal, impossible result, is a modification of the ideal.” 

To sum up, careful recording of vital elements in each heat of steel, 
checking these through the further manufacture to the point of ultimate 
use, governed by the exercise of good judgment , based on wide 
experience and many recorded and investigated observations are essential, 
whether assisted by a pyrometer or heat observation, or not. To this, 
it is proper to add that, like the microscope, the pyrometer is coming more 
and more to supplement and supplant judgment by scientific records. 
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Perhaps it is appropriate to state that on pages 481, 482, and 483, the use 
of history from a bibliography not too fresh is given greater authority 
than today it might be thought to deserve. 


Jerome Srrauss,* Washington, D. C. (written discussion).—Discus- 
sion of actual melting and pouring temperatures, in the hope that through 
it means will be found for the transfer of an ideal practice for a given 
material from one manufacturing plant to another, seems to strike far 
from the mark when, in shop practice, there is no means for readily 
measuring those temperatures with the degree of precision required. 
The author speaks of ideal temperatures and then lays great stress on 
the value of qualitative tests that serve as indices of temperature but are 
not capable of translation into actual temperature values. If a tempera- 
ture difference of 10° is sufficient to differentiate between normal and off 
quality metal, devices of so much greater sensitivity (to say nothing of 
accuracy) than we possess must be developed, that the general applica- 
tion of such measurements in steelmaking lies far in the future. Because 
of the 30° temperature fall between the first and last ingot of the author’s 
average heat, two-thirds of each melt must be of off quality. By the 
same token, the top and bottom of a large ingot, such as an armor-plate 
ingot, must be of vastly different character as a result of temperature 
effects alone. Much proof must be forthcoming before such statements 
can be generally accepted. 

The important factor, from the viewpoint of the steelmaker, in so far 
as pouring and teeming practices are concerned, is not the actual tem- 
perature of the bath or the stream of molten metal but rather the differ- 
ence between those temperatures and the solidification range of the metal. 
These differences are measurable with a precision satisfactory for the 
purpose by means of the spoon test (setting time). This test is considered 
to be of more value than any of the other tests mentioned or with which the 
writer is acquainted, being affected only by the temperature of the spoon, 
the thickness of the film of slag obtained on the spoon before sampling, 
and the temperature of the atmosphere in the vicinity of the furnace. 
When practice in any one shop has been standardized, the effect of these 
variables, as judged by the character of the cast metal, is so small as to 
be unobservable. 

The author has used the word ‘‘quality”’ rather recklessly and with 
presumably different meanings. Quality as determined by the absence 
of surface defects and pipe in the rolled product or quality as measured 
by ability to obtain, either normalized or after heat treatment, longitudinal 
tensile and impact results of a predetermined magnitude, is far different 
from quality as required in the form of uniform strength and ductility in 
all directions such as in structures subjected to high transverse stresses, 
both static and dynamic. ‘The use of this term indiscriminately without 
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qualification, in reference to such widely different material as plate steels, 
automotive steels, and steels for ordnance construction is indeed to 
be discouraged. 

From the standpoint of the extremely high requirements demanded, 
material for ordnance construction forms a cJass in which the tempera- 
ture of the metal entering the mold is a vital factor. Many other vari- 
ables of the steel-making process may be slighted to an appreciable degree 
and yet yield a product closely approaching the best, if the teeming tem- 
perature is low and solidification rapid. Even with steels of about 0.5 
per cent. carbon, which are frequently used for these purposes, it is diffi- 
cult to see how a high pouring temperature (quoted by the author from 
Caspersson’s work) would produce ‘“‘quality”’ metal. Perhaps crucible 
steel of good grade can be obtained from molten metal that is excessively 
hot but the ingots are unusually small and solidification most rapid; 
nevertheless, it must be proved that such metal is not poorer than that 
poured at a lower temperature but produced under otherwise like condi- 
tions. ‘True enough, a long time in the mold in the molten state will 
permit the steel to disgorge non-metallic particles formed while cooling 
and those mechanically dragged into the mold with the metal and also 
permit the formation of an extensive pipe, even in big-end up, hot-topped 
ingots. But are these effects alone, indications of high quality? Is it 
not better to permit mechanically entrapped non-metallic masses and 
those formed during a large portion of the cooling in the molten state to 
separate in the ladle? Great objections have been made by many whose 
operations are on other than a tonnage basis alone to the practice “‘mak- 
ing steel in the ladle;” it would seem to be going from bad to worse to 
have avoidable steel-making reactions taking place in the mold. It 
has frequently been demonstrated, in the writer’s work, that serious 
troubles arise from those non-metallic particles that separate from the 
liquid metal, and to some extent combine with one another, during 
passage of the metal through the solidification range. Undoubtedly 
great changes of solubility occur during this period (probably more than 
in an equivalent temperature drop above the liquidus) and the particles 
so separated have little time to escape from between growing crystalline 
masses, through a very viscous liquid. The use of a high pouring tem- 
perature will lengthen the time taken by the molten mass in cooling from 
the liquidus to the solidus, thereby permitting these precipitated materials 
to separate more completely from the solvent and to accumulate into 
massive continuous films. Rapid cooling by pouring from a relatively 
low temperature into a mold at ordinary temperature largely prevents 
their separation and agglomeration in a degree varying with the size of 
the ingot and with the mold design. It would seem desirable, therefore, 
and this practice has proved eminently satisfactory, to tap steel from the 
furnace into the ladle at a temperature sufficient to permit holding in 
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the ladle as long as possible, without formation of a skull so thick as to 
make pouring difficult, and still leave the metal at such temperature that 
it may be tapped into the mold at the desired rate and provide just a 
slight margin of safety between the temperature of the metal stream at the 
end of pouring and the temperature of initial solidification. 

It is desirable, from a quality standpoint, to permit cooling to occur 
in the ladle rather than in the furnace. Although the slag condition in 
the furnace may be such as to help free the metal from objectionable 
impurities, other impurities are constantly being transferred to the bath 
by reaction with the hot furnace hearth; even in a highly heated ladle, a 
thin film of solid steel first forms, protecting the metal from reaction 
with the lining and, in contact where obtained, the much lower tempera- 
ture of the ladle lining as compared with the furnace hearth makes appre- 
ciable reaction with the metal far less likely. 

In brief, there are many factors influencing the physical characteristics 
of a steel ingot. For the very highest performance of the product, all 
of these influences must be subjected to the most careful control that 
available knowledge and appliances will permit. However, small varia- 
tions of pouring temperature seem to exert a greater effect than changes 
of a relatively similar magnitude in the other factors. While itis desirable 
to cause the separation of those gases, oxides, sulfides, ete. and their 
reaction products, that are generally considered to be detrimental to 
steel, such amounts as tend to separate in the solidification range are most 
probably less harmful when retained in solution than when in the form 
of intergranular particles and films. Practices that tend toward this 
end, through the use of low pouring temperatures and high solidification 
rates, are productive of true quality. 


Harry H. Smiru,* New York, N. Y. (written discussion).—It is 
indeed difficult to determine, with any degree of accuracy, the tempera- 
tures of open-hearth steel while in the furnace, being tapped into ladle, 
or teemed into molds. The slag in the furnace and the burning gases, 
while the steel is being tapped or teemed, offer serious obstacles to the 
determination of accurate temperatures by means of the optical pyrom- 
eter. Difficulty of installation has kept other forms of pyrometers from 
being used to any extent. 

The accurate temperature of the steel, fortunately, is not necessary 
to produce first-class steel, as each heat is tested by means of “fracture” 
and “spoon tests” for approximate carbon analysis and fluidity of the 
metal respectively. Inasmuch as most heats vary in some detail in 
chemical analysis, the best temperature for tapping each heat also varies. 
Accordingly the determination of the fluidity of the metal by the spoon 
test, that is, the way it clears the spoon, seems to be the best practical 
method of determining whether the heat will teem satisfactorily. 
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Whether or not the steel has been made satisfactorily can best be 
determined after the steel has been semi-finished; that is, in the form of 
billets or bars. The problem then is to determine, in the case of a bad 
heat, just what operation has been responsible for the failure of the steel 
to pass the necessary tests. ; 

Beside the furnace and teeming operations, it is necessary to use 
proper kind of ingot molds and to have proper soaking-pit conditions. 
Ingot molds of various types have been known to yield different quality 
of steel billets or bars from the same heat. At one plant, better steel has 
been produced by using a fluted mold instead of the usual tapered rec- 
tangular or square mold; while by using similar molds at another plant 
the opposite results were obtained. The type of mold also controls, 
to a large extent, the rate of cooling of the steel. 

The overheating or burning of the ingots while in the soaking pits and 
the rolling of ingots at too low a temperature have caused many heats 
that had been properly made and teemed to be condemned. A 
certain definite type of equipment and plan of procedure must be deter- 
mined for each operation in each plant in order to secure best results. 


Henry D. Hresarp (author’s reply to discussion).—The paper is not 
a discussion of processes but deals with the finishing temperatures of 
steels as they are actually made, whether properly or not. The author 
agrees that ofttimes steel should be made better than it is. 

As for training the eye to the work, it may be said that no steel melter 
depends on his eye alone for governing temperature; other things, men- 
tioned in the paper, help him. 

Table 1 is, in aim, ideal. Wider variations in temperature may admit- 
tedly be allowed in ordinary practice without disaster. By the term 
“off,” the author does not mean that the steel is ruined but only that its 
mechanical properties are inferior to what they would be were the finish- 
ing temperatures within the ideal limits. Particularly, it would have 
less ductility and lower rating in the impact test. 

When compiling the table, the author did not have the fusion tem- 
peratures of iron containing silicon or manganese, separately or together. 
He only aimed to get within 10° C.; the assumptions as to the effects of 
those elements would probably not introduce an error greater than that. 
If, however, Messrs. Zimermann and Feild think the qualified assump- 
tions in this connection to be unwarranted, let them tell what the effects 
are of 0.2 per cent. of silicon and 0.6 per cent. of manganese on the 
fusion point of simple steel. The fusion points of the iron-manganese 
system, now being determined by the Bureau of Standards, will indeed 
be welcome. 

Since the table was made the author has compared it with operating 
temperatures in steelworks; there were discrepancies but the average 
results agreed fairly well with the table. Other tables may be made up 
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and used by any one, for steel castings, large ingots, or alloy steels, but if 
we can agree on one for the steels and conditions considered in the paper, 
we will have a good starting point for the others. 

What Messrs. Barba and Styri define as refining, the author would 
consider as comprehended by what he termed composition: not, indeed, in 
the usual ultimate analysis but using the term to take in every ingre- 
dient in the metal without exception and whether determined or not. 
Mr. Styri has criticized the steel-making processes alluded to and, 
though not germane to the subject, it may be worth while to consider 
the criticisms briefly. He calls killed steels well made and then says 
that they are not all good. In fact, the worst steel the author ever saw 
was killed. It is easy to kill steel, but that alone gives it no claim to 
quality. The claim that partly killed steels are poorly made, though 
usually true, cannot be universally accepted as some serve their pur- 
pose as well if not better than if they were completely killed. Then 
he calls effervescing steels rotten. The author asks how else he would 
make steel for boiler plate, which, rolled direct, would stretch from 30 to 
35 per cent. in 8 in. in the tensile test; and how else steel to make sheets 
with clean, smooth good-looking surfaces; and how else steel for welded 
pipes? Millions of tons per year of effervescing steel are made for each of 
these purposes. Effervescing steels were, indeed, made 40 years ago and, 
in the author’s opinion, will be for 40 years to come, because when prop- 
erly made, they are best for certain purposes. He will go so far as to 
admit and insist that no steel whatever should rise in the mold after 
teeming; when it does it is always inferior. The all-around steelmaker 
must be able to make the kind of steel wanted, which is determined by 
many conditions, and not by the single one of prevention of gasholes. 

Mr. Styri’s speculations as to insufficient degree of heat in the past 
have no foundation. Forty years ago, it was as easy to attain in a steel 
furnace the highest temperature the silica brick would stand as it is now. 

In the absence of analyses of the gases in the different kinds of gas- 
holes in steel, which are sorely needed, the author has always been careful 
to state only the probability that hydrogen is the chief ingredient of 
skin-hole gas. 

Balancing all the remarks and criticisms contributed, the author sees 
no reason for modifying Table 1 at present, but the field is open for any 
one to offer one more nearly correct. If data therefor exist, this surely 
ought to be done. 
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Manufacture of Ferrophosphorus at Rockdale, Tenn. 


By James A. Barr,* Mt. Purasant, Tenn. 
(Birmingham Meeting, Ottober, 1924) 


FERROPHOSPHORUS, an alloy of phosphorus and iron or perhaps a 
physical mixture of definite compounds of iron and phosphorus, has 
become of increasing importance as the use of the basic open hearth 
has extended. Commercial ferrophosphorus is a porous, brittle metal of 
crystalline structure and often with a bluish metallic luster. A typical 
analysis is as follows: 


Per Cent. 
Pi@cl alas Jean oS aoe be ee eee 18.0 to 22.0 
ENT ger nee CPi SAE cee ee a ec ol, sad en aad 80.0 76.0 
COAG. - coon ewob & Sam ted cb aie ee re 0.2 
SUS TUT, ss ace the et eee ENE pane ee ea en (Ohe3 
SHi@o. a! Se ae edie Joe @ ae a pe Se ee ee ee (Nal 
CIES TIE OE 26 Oe a ER ny ree Ee ee (Oa 
Wamp anes src das © Meee Per eon meee Statice chess crop wis bee 0.2 


This alloy was first made in an electric furnace, as it was thought 
that the high heat of the electric arc together with the reductive effect 
of carbon was necessary. 

About 1898, J. J. Gray, Jr., was producing a high-phosphorus pig 
iron in his furnace at Rockdale, Tenn., by using high-phosphorus, local 
iron ores. As these high-phosphorus ores were difficult to obtain, he 
conceived the idea of increasing the phosphorus content of the pig iron 
by the addition of phosphate rock to the furnace burden. When the 
phosphorus content of the pig was kept low and only small amounts of 
phosphate rock were added to the burden, no particular troubles were 
encountered, but when he increased the amount of phosphate rock to 
produce an 18 per cent. alloy, his furnace troubles rapidly multiplied. 
After many failures and freeze-ups, he was partly successful in making 
short campaigns on 18 to 20 per cent. “ferro.” 

At first, when the furnace got in bad shape on ferro, he would switch 
to a regular pig-iron burden until the furnace was brought around suffi- 
ciently to start on ferro again. About this time, Mr. Gray applied for 
and obtained his first patent. 

As he grew more skilled in the furnace operations, he was enabled 
to extend the furnace campaigns and produce ferrophosphorus continu- 
ously for the life of the furnace lining. These improvements were made 
the subject’ of another patent issued in 1916. 

*Cons. Min. Engr., International Agricultural Corpn. 
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Essentially, ferrophosphorus is the result of smelting a mixture of 
iron ore, phosphatic rock, siliceous flux and coke, under intensely reducing 
furnace conditions, with heated blast, above a bath of molten slag 
and ferrophosphorus. 


Chemical Action in Blast Furnace 
Producing Ferrop! 
Pat by J.J.Gray,Jr, Rockdale, Tenn. 


Chemical Action in Blast Furnace 
According to Stoughton 


450° Coke absorbs B 

/ Fo 0st805-Fesf205 
()/2Feg0g+8C0-Tetpfo (begins PE Lite LA .... 450 A50F Yano ~~ BERNESE p 
2)2Fe0s+CO=2FeO+CO;+Fez0s(begins) BF BC Terde eg 


i 2Fes0;+ CO =2 FeO + COst Fes 
my eae sce eee Le Ve eae eee ee WP ee 

" =2Fe+ Woneccae ae PRLS be Sn -- 750° 0;#3C= 
0G) Fe203+3=2Fe “710? (2¥e+h=4FegP 


filrhes about 70% of Gases. 
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3CaC2+3.510;+30=3Ca510;+6C 

CasP,.0 +25i0> =CaPROg+2CaSiOz 

CAB 06+ Si02 = CaSiQ3+ BOs 
B05+5C=B+5CO 
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Cahors 7C =CapR+7CO 
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Caz P 0g +/4C =3CaCe+P2+8CO 

Calo +S/Q> +O =2C+CasiOs 

Fez P,03+8C =2FeP+8CO 
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(10) FeS#CaO0+C =CaSt+Fe+CO 6 [ps (ae ER 
Zone (Il) MnQ2+2C=Mn+2CO 
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Reaction Fusion Zone 


Fic. 1.— BLAST FURNACE REACTIONS. 


The iron ore, a limonite, is obtained from Mr. Gray’s mine, 50 miles 
south on the Louisville & Nashville Railroad, at Iron City. The ore 
is a nodular variety occurring in a clay matrix. The beds are stripped 
and mined by steam shovels, hauled by side-dump cars and locomotives 
to washers, where the clay is washed out in log washers and trommels 
followed by McClanahan-Stone jigs for the separation of flint. The 
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concentrated ore runs about as follows: Iron 45 per cent., silica 10 per 
cent., phosphorus 2 per cent. Silica flux is obtained from jig tailings, 
which run quite high in iron as well as silica. Sometimes small amounts 
of washed sand and gravel, from Spruce Pine, Ala., are used. 
Phosphate rock, in the lump form, is obtained from the Mt. Pleasant 
field about 6 miles to the north;a large firm luthp being preferred, running 
high in BPL (CasP20s) and low in free lime. A typical analysis is: 


: Per Cent. 
CasP203 ean Paivhers. slave 6 BN, AES Si Se eC a OES ee 76.0 to 78.0 
PT SUNS or Ce 2 ee Ce 15.2'to 15.6 
BOR O30 3 ay Beg ee er 4.5 
PES Se US LSS a ee a a 5.0 


Other materials may be used in the furnace burden, such as mill 
cinder, running high in iron and silica, iron turnings, scrap pig, and shot 
ferrophosphorus from the magnetic separating plant. 

A good firm grade of coke is used and the braize is screened out in the 
usual manner. The presence of too much fines in the burden tends to 
form scaffolds and make the furnace slip. 

All the incoming materials are brought in on a high line from L. & N. 
connections and dumped from a trestle into a concrete tunnel, in which a 
charge car, with a multiple-scale beam, operates to collect the furnace 
charge. The charges are dumped into a skip, hoisted on an incline track, 
and end-dumped through a single-bell top into the furnace. The furnace 
has the following dimensions: Height 40 ft., inside hearth diameter 8 ft., 
bosh diameter 12 ft., bosh angle 80°. 

The hearth and bosh are water-cooled, as the molten charge is very 
corrosive and would soon cut its way through an uncooled jacket and 
lining. Six water-cooled bronze tuyeres are connected through the 
usual penstocks and nozzles to a brick-lined bustle pipe, which distributes 
the blast. 

The furnace gases are handled at about 450° to 500° in a brick-lined 
downcomer through two dust catchers into a cast-iron balloon gas washer; 
the flue dust is wasted. 

A battery of four checker-filled single-pass stoves use part of the 
furnace gas to heat the blast to around 1000° F. 

The remainder of the gas, and there is a large excess over the usual 
iron blast furnace quantities, is burned under a battery of Rust water- 
tube boilers, which supply steam for blowing engines, pumps, and 
general purposes. 

Blast is furnished by a McClanahan-Stone, horizontal, poppet-valve 
engine of very early manufacture, but still giving excellent service. It is 
equipped with leather flap valves, a forerunner of the modern plate valve; 
the cylinder is 6 by 6 ft. and when run at the usual 24 r.p.m. furnishes 
7200 cu. ft. free air per minute at 12 to 15 lb. pressure. A smaller vertical 
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Weimer blowing engine is kept in reserve. The proper manipulation of 
blast volume is very important. Too much air causes the melting line 
to rise, tends to form scaffolds, and burns coke needed for the reduction 
of phosphorus. 

The usual operating procedure is to add five regular charges consisting 
of: Phosphate rock, iron ore or mill cinder, high-silica tailing, shot ferro- 
phosphorus, coke—about twice amount used in pig-iron practice. 

Every fifth time, a regular pig-iron charge is added to help keep the 
furnace working freely and consists of iron ore, limestone and coke. 
Sometimes a blank coke charge is added in addition to the above, accord- _ 
ing to the needs of the furnace. 

Slag is tapped every 3 hr., into a water-filled granulating pit. The 
following analysis is typical: 


Per Cent. Per Cent. 
AlsQgcxcc cs one eee ion 5.18 IPs O peas pets ace es ee 1.33 
hak Sper tee A PaERe Shane 5/5 2 che 43.59 Soca seat ae eens ste O78 
CaO Nat eh eee eee 35.18 MNOS. Stabe cee 0.54 
FeO ecco c Se ee 4.96 


The ferrophosphorus is tapped every 6 hr. and run on to a floor paved 
with cast-iron bricks, where it cools in thin slabs and can be easily broken 
and handled. At the end of the cast, when the iron notch is blown free 
of slag by blast pressure, the presence of lumps of incandescent coke is 
very noticeable and shows that it is present in the tuyere zone to effect 
the reduction of the phosphorus. 

The capacity of the furnace is 35 tons of ferro per 24 hr. or about half 
that of usual pig-iron production. 

Some phosphorus oozes out of the cracks in the jacket and collects 
under water. During the war, this was scraped up and sold. Occasion- 
ally white fumes of phosphorus burning to P.O; can be seen. Some of 
the phosphorus is lost in the stack gases and the remainder in the slag. 
The problem of saving P:O; from blast-furnace gases is complicated by the 
large volume, 7. e., about five times that from an electric furnace. 

As the slag contains considerable shot ferrophosphorus, provisions 
are made for its recovery. The slag is dipped from the granulating pit by 
a bucket-operating locomotive crane and dumped on to a drainage pile 
and finally fed by the same crane into a hopper located over the feed of a 
5 by 40-ft. direct-heat, countercurrent, rotary dryer. The dried slag is 
elevated and discharged on to a Dings belt-type magnetic separator. 
The reclaimed slag is fed back with the furnace burden as previously 
described. The rejected slag is chuted directly into railroad cars for 
use as ballast. 

Ferrophosphorus is mainly used for increasing the phosphorus content 
of steel and is added directly to the ladle The writer observed one 
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Some Factors Affecting the Elimination of Sulfur in the 
Basic Open-hearth Process 


By C. H. Herry,* Jr., A. R. Betyea, E. H. BurKart, AND C. C. MILLER, f 
Lackawanna, N. Y. 


(New York Meeting, February, 1925) 


Tue removal of sulfur from steel has been studied by many investi- 
gators, but the quantitative relationships between the factors involved 
have not been determined. ‘This is undoubtedly due to the number of 
variables encountered in practice, an attempt to study any one reaction 
or relation being affected by other reactions the relative importance of 
which cannot be estimated. 

The factors that affect the extent of removal of sulfur in the basic 
open-hearth process are generally considered to be: 

1. Basicity of the slag: (a) Iron oxides in the slag; (b) carbon in the 
metal or carbide in the slag; (c) temperature. These factors affect 
the reactions: 

FeS + CaO = CaS + FeO 
FeS + CaO + C = CaS + CO + Fe. 


2. Amount of sulfur in the gas. 

3. Amount of manganese in the metal. 

The factors which affect the rate of removal of sulfur include, in 
addition to these: 

4. Fluidity of the slag: (a) Normal changes in fluidity with tempera- 
ture; (6) changes in fluidity because of the addition of special reagents 
such as fluorspar. 

5. Agitation of the bath. 

Within the past two years, two papers have been presented dealing 
with the influence of sulfur in the gas on slag and metal. Nead! has 
shown that if a gas high in sulfur be used for heating, the metal and slag 
will absorb sulfur. Whitely? concluded from his experiments that if a 


* Research Associate, Massachusetts Institute of Technology School of Chemica 
Engineering Practice. 

} Massachusetts Institute of Technology Theses, 1923-24. 

1 Absorption of Sulfur from Producer Gas in Open-hearth Furnaces. Trans. 
(1924) 70, 176. 

2 J. West Scot: Proc. Iron and Steel Inst. (1923). 
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sulfur-free gas is used, a slow but steady decrease in sulfur in the metal 
will occur in the acid open-hearth process. Developments of the last 
three years in the field of absorption of gases by aqueous solutions have 
led the author to believe that sulfur absorption and desulfurization in 
the basic open-hearth furnace can be predicted quantitatively. To this 
end experiments have been carried out covering the following subjects: 

1. The distribution ratio of sulfur between gas and slag (a) iron oxides 
formed on melting, (b) slags containing lime. 

2. Rates of absorption of sulfur by slags from gases high in sulfur, 
and rates of desulfurization of slags by gases free from sulfur. 


EXPERIMENTAL FURNACES 


A small tilting furnace, constructed of magnesite brick and fired with 
illuminating gas and oxygen-enriched air was used to study the distribu- 
tion ratio of sulfur between gas and slag, and the rate of absorption of 
sulfur by slags from gases high in sulfur. This furnace had a capacity 
of 1 to 4 lb. of material. The sulfur content of the gas was regulated 
by adding pure SO, to the illuminating gas, thus giving in the furnace 
conditions comparable to commercial practice, the hydrogen sulfide in 
producer gas or coke oven gas being burnt to sulfur dioxide in the 
open-hearth furnace. 


A synthetic slag, free from sulfur, composed of about 40 per cent. FeO, 


30 per cent. CaO, and 30 per cent. SiO. was melted in this furnace and 


allowed to react with the gas until equilibrium between gas and slag had 
been reached. 
A Booth two-electrode furnace B of 100 lb. capacity was used to study 


the rate of desulfurization of slags. Air leakage into the furnace supplied 


an atmosphere initially free from sulfur. This furnace was charged with 
boiler punchings and a slag made with pure lime and pure silica sand. 
Experiments on commercial furnaces were made in the furnaces of the 
Lackawanna plant of the Bethlehem Steel Co. The furnaces are stand- 
ard stationary open hearths of 100 tons capacity, fired with producer 
gas. In the text, the experiments on these furnaces will be designated by 
heat numbers. 

In all furnaces, the sulfur content of the waste gas was determined 
by drawing a sample of the gas through iodine and precipitating the 
sulfuric acid formed with barium hydroxide. 


RESULTS 


Distribution Ratio between Gas and Slag 
Tron Oxide Formed on Melting.—Two heats were studied in the 100-ton 
furnace to ascertain the amount of sulfur picked up or lost by the scrap on 
melting down. Samples of oxide drippings from the scrap were taken 
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after the scrap had begun to “sweat” and at the same time the exit gases 
were analyzed for sulfur. In one of the two heats, a sample of the scrap 
itself was obtained from a “mushroom” that grew out on one of the pieces. 
The scrap charge in these two heats was all rail scrap—ends, blooms, and 
butts. The results are as follows: 


Hear Noumser 17-2443 26-P-380 
Sulfaminsscrapy per center tetiie tite tere eters tle cn ele 0.033 0.037 
Sulfur in oxide drippings, per cent...............+--- 0.074 0.054 
SultursinMUsShrOOM, PET CEM erie alleles eles) ' = 0.075 
Sulfur dioxide in gas over bath, volume per cent....... 0.069 0.045 
Sulfur dioxide in exit gas, volume DEL CONG ashe tele oes 0.027 
Ratio vol. per cent. sulfur dioxide in gas over bath _ 2 0.93 0.34 


- per cent. sulfur in oxide drippings 


The concentration of sulfur over the bath in heat 26-P-380 has been taken 
as the concentration found during periods in the heat when little or no 
sulfur was being picked up or lost by the slag. This averaged 0.045 
per cent. SO2. The exit gases during melting contained only 0.027 per 
cent. SO2, showing that a large amount of sulfur was being lost by the 
gas, corresponding to a rise from 0.037 per cent. to 0.054 per cent. sulfur 
in the serap. 

It will be noted that the ratio of sulfur in the gas to sulfur in the 
drippings has nearly the same value for both heats. Further the scrap 
mushroom had the same analysis as the drippings in the first heat, indi- 
cating that the reduction of SO. to FeS will go to the same extent whether, 
the sulfur enters iron oxide or metallic iron. The chemical reaction in 
this case is the reduction of SO. by iron, the reaction being reversible: 


SO, + 2Fe = FeS + FeO 
or 380. + 7Fe = 3FeS + 2Fe.0; 


or both. In either case, the sulfur in the slag is proportional to the 
sulfur in the gas, the iron being saturated with iron oxide during this 
period. The conclusion may be drawn from these results that if a gas 
entirely free from sulfur were used during the melting, any iron in direct 
contact with the gases would be completely, or nearly completely, 
desulfurized before it reached the bath proper. An investigation of this 
phase of the subject is being undertaken to determine at what point in 
the furnace most of the pick-up occurs, 7. e., whether the end at which the 
gas enters is most active in sulfur absorption or whether the pick-up 
is general all over the bath The speed with which the scrap picks up 
sulfur is also being studied. 

Slags Containing CaO.—The following table shows the values of the 
distribution ratios in the gas-fired experimental furnace A, and in the 
open-hearth furnaces C, 


‘J. L. Keats: Massachusetts Institute of Technology, Doctor’s Thesis, 1924, 
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Voutump Per 


eee Gene. Canta. SuLFur 
Stag Waste Gas Pater oiraty 
Experimental furnace A 
Run’ Nok Sees oe cae Sk, 0.037 0.00926 0.250 
Run: Nodes tc be Sk 0.016 ¢% 0.00403 0.252 
Ruin NOs Seer cre sick cc, Ae. 0.045 0.0120 0.267 
Open-hearth furnaces C 
Hest V2eegeeeeeee ~~. s62~-...-6 *0,255 2% 0.0695 0.272 
Heat 2G-Paat meee a. 0.148 0.0434 0.293 
Heati20=Bea ame tee be sce ok oie nea 0.116 0.0276 0.238 
Heath ae UMsere edo home oe alot 0.0668 0.0170 0.254 
0.08 
0.0T 
2e0b 
a) 
Ry 0.05 i 
M 0.04 (1) Experimental furnace 
(2) Experimental furnace 
ae gear 
S) @ lag 
O 0.02 (6) Heat 26-P-347 
(1) Heat 11244 
0.01 ) | 
0 
0.05 0.10 0.15 0.20 0.25 0.30 


Per Cent Sulfur in Slag 


Fic. 1.—PER CENT. SULFUR DIOXIDE IN GAS VERSUS PER CENT. SULFUR IN SLAG. 


These results are shown in Fig. 1, from which per cent. sulfur in slag = 
3.7 X per cent. sulfur dioxide in gas. The analyses of these slags are 


as follows: 
Per Cent, Per Cent. Per Cent. Per Cent, Per Cent. Per Cent. 
iS} S102 FrO MnO CaO MeO 


Experimental furnace A 


EIEDINO stl srecivisle aiaterers are 0.037 19.7 57.2 0.0 19.7 3.4 
RUIN so tet etivate tals guar svat 0.016 11.8 74.3 0.0 11.8 pel 
Runt NOW 3). 2 secs sre srs ays 0.045 not analyzed 

Open-hearth furnaces C 
PEGA EG BIASES, oieisy a susieie.e 0.255 19.46 6.9 16.45 40.50 3.65 
Heat 26-P-347 ......... 0.148 Dhak 38.88 14.80 
Hest 295 P2325) sec de = 0.116 10.02 33.55 5.80 
Heat 26-P-380 ......... 0.0668 24.76 29.55 13.60 


In the experimental furnace A, the sulfur in the slag was present as 
iron, calcium, or magnesium sulfides, the relative amounts of each being 
unknown. All the slags from the open-hearth furnaces C’ contained 
considerable amounts of manganese oxide and in these cases there could 
be present, in addition to the sulfides mentioned, manganese sulfide. 
However, the distribution ratio between gas and slag is essentially con- 
stant for all the heats, which leads to the conclusion that either all the 
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sulfides have the same distribution ratio with the gas or that one of the 

sulfides, iron, calcium or magnesium, predominates in all the slags. In 

view of the facts that lime is so much stronger as a base than iron oxide 

and that the magnesium oxide is so low in all the slags, it seems *that the 

sulfur in the slag must be present almost entirely as calcium sulfide. 
The reaction by which SO, is reduced to CaS in the slag is not known 

but experimental work is being planned to study this phase of the subject. 
The reactions under consideration are: 


SO, + 3CO + CaO = CaS + 3CO2 
SO, + CaO + 3Fe = CaS + 3FeO 


The slag in an open-hearth furnace is saturated with carbon monoxide 
and carbon dioxide and also with iron vapor. Either carbon monoxide 
or iron vapor will reduce sulfur dioxide and, in the presence of lime, the 
reduced sulfur dioxide would form calcium sulfide, the principal sulfide 
in the slag. 

It is evident from these results that the sulfur content of the slag will 
have a value directly proportional to the concentration of sulfur in the 
gas, provided that sufficient time is allowed for the reaction to reach 
equilibrium. In practice, a constant per cent. of sulfur in the slag is 
not always reached because of changes in slag weight, interchange of 
sulfur between metal and slag, and insufficient time for equilibrium to be 
reached. However, until equilibrium is established, the slag is always 
losing or absorbing sulfur to or from the gas, depending on the sulfur 
concentrations in the slag and gas. 

A run was made in the Booth electric furnace B, with a charge con- 
sisting of 75 lb. of boiler punchings and a pure calcium silicate slag. 
The concentration of sulfur in the gas was controlled by adding sulfur 
dioxide to a small amount of illuminating gas, using a special burner 
inserted in the tap hole of the furnace. The amount of sulfur in the gas 
was gradually increased throughout the run and the slag and metal 
showed the following analyses over a 214-hr. period: 


; Per CEent 
oubUbiwie snow tenemavdetempomeliel Gg us, pao. tac gy aousaehoonenoove 0.036 
Sulfur in slag ater) cee © svt heen eer, (a PAl 
Sulfum im metalliyhenian Gl ced. a geese tenant anne eee mn (DIC) 252 
Suliursinim etal atzemd: 3) vcs aarc.-weect aise een eee nee naa ne ee 0.099 


The final concentration of sulfur in the gas was not determined on account 
of loss of the gas sample. This run showed, however, that by increasing 
the sulfur content of the gas, the metal and slag picked up a large amount 
of sulfur. 


Rates of Absorption and Desulfurization 


Let us take a definite concentration of sulfur in the gas, such that the 
per cent. in the slag must be 0.15 so as to satisfy the distribution ratio just 


oni tied set ati) aed, 
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given. If this gas is in contact with two slags A and B, A containing 0.10 
per cent. sulfur and B 0.20 per cent., slag A will pick up sulfur and slag B 
will lose it. The rate of absorption or desulfurization is proportional 
to the distance from equilibrium,‘ therefore, slag A (which is 0.05 per cent. 
below equilibrium) will absorb sulfur at the same rate that slag B (which 
is 0.05 per cent. above equilibrium) loses it. The distance from equi- 
librium may be called the “driving force”’ for the reaction; and for cases 
where the slag is picking up sulfur it may be expressed as (S, — 8) where 
S. is the per cent. sulfur in equilibrium with the gas and S is the actual 
per cent. of sulfur in the slag. For slag A, the driving force is (0.15 — 
0.10) =0.05 per cent. sulfur. Conversely for slags losing sulfur the driving 
force is (S — S.), which for slag B is (0.20 — 0.15) = 0.05 per cent. 

If a liquid is absorbing a gas under given conditions and the area of 
the liquid is suddenly doubled, the rate of absorption will also be doubled 
as twice as much liquid comes into contact with the gas. The rate of 
absorption is, therefore, directly proportional to the driving force and 
to the area that is effective for absorbing. Adopting the formulation of 
Whitman and Keats,® this may be expressed mathematically as: 


- = KA(S. — S)ave 
(1) for absorption of sulfur; 
COTE ive 
(2) for loss of sulfur or desulfurization. 
S = amount of sulfur absorbed by slag per unit of time 
artis amount of sulfur lost by slag per unit of time. 


A = area of reacting surface; 
S,. = sulfur concentration in equilibrium with gas; 
S = sulfur concentration at any time 6; 
(S, — S) = driving force for sulfur absorption; 
(S — S.) = driving force for desulfurization; 
K = absorption coefficient. 
Equation (1) may be integrated to give: 


S.—-S 
Dg log ‘s. + a 
‘ Ap 


(2.3 = conversion from natural to common logarithms.) 


4W. K. Lewis: Principles of Counter-current Extraction. Ind. & Eng. Chem. 
1916) 8, 827. 
2 a G. Whitman and J. L. Keats: Rates of Absorption and Heat Transfer between 
Gases and Liquids. Ind. & Eng. Chem. (1922) 14, 186. 
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K will be expressed as per cent. sulfur absorbed per unit of time per 
per cent. driving force per square foot of reacting surface, when the sulfur 
concentrations are expressedas per cent. To obtain K as pounds of 
sulfur, it is only necessary to divide the value found by the equation above 
by 100 and multiply by the pounds of slag under consideration. 


Physical Concept of Sulfur Absorption or Loss 


In transferring any material from a gas to a liquid or solid, or vice 
versa, the major resistance to the transfer is found at the boundary 
separating the two.® This resistance is composed of a gas film and a 
liquid film,” in certain cases one of these films being controlling. In the 
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Fic. 2.—SULFUR ABSORPTION. Fig. 3.—DESULFURIZATION. 


absorption of benzol from coke-oven gas by straw oil, the major resistance 
is the viscous surface film on the straw oil through which the benzol must 
pass before entering the main body of the oil. In the open hearth, the 
flow of sulfur from gas to slag, or vice versa, may be considered in the same 
light; namely, the sulfur must pass from the gas through a slag film before 
entering the main body of the slag. This is represented diagrammatically 
in Fig. 2 for absorption of sulfur and in Fig. 3 for desulfurization. For 
the two conditions given on page 6, Fig. 2 applies to slag A and Fig. 3 
to slag B. The points R and IR’ represent the sulfur in equilibrium 
with the gas, while S and S’ are the concentrations in the slag, 0.10 and 
0.20 per cent. for slags A and B respectively. 


ates 
In the equation ate KA(S,. — 8S), K, the absorption coefficient, is 


given in terms of amount of sulfur absorbed in 1 min. through 1 sq. ft. of 


6 Walker, Lewis and McAdams: “Principles of Chemical Engineering ”’ Ch 
McGraw-Hill Book Co., N. Y., 1923. sh ap. 2. 


7W. G. Whitman: Two Film Theory of Gas Absorption. Chem. & 
(1923) 29 146. P them. & Met. Eng. 


1? 
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surface area when there is a difference of 1 per cent. between the equi- 


_ librium and the actual sulfur contents. 


Inasmuch as the slag film controls this rate, conditions affecting its 
characteristics will affect the numerical values of K. These conditions 
are: Fluidity of slag, agitation of bath, gas velogity over bath. 

Fluidity—As the slag becomes more and more viscous, the flow of 
material into it, other things being constant, will necessarily slow up.® 
Conversely, a fluid slag will allow material to enter it more rapidly than 
will a viscous slag. As the fluidity increases, the numerical value of 
the absorption coefficient should increase. Temperature affects the 
value of the coefficient inasmuch as increased temperature means 
higher fluidity. 

Agitation.—Agitation serves two purposes as regards absorption. 
It increases the effective area for reaction and it may break up the slag 
film and allow the body of the slag to come into contact with the gas.® 
Increased agitation should, therefore, increase the absorption. coefficient. 

Gas Velocity.—Gas velocity affects the slag film in the same manner as 
agitation. If the gas velocity is high enough, the slag may be agitated in 
the same manner as a high wind causing surface agitation on a body of 
water. This effect was noticed particularly in one of the experimental 
heats where, with no metal present to give agitation by carbon removal, 
the slag was agitated considerably by running the gas velocity very high. 
When both films are factors, the influence of gas velocity on the liquid 
film is very slight.?° 


Experimental Results for Rate of Absorption 


The gas-fired furnace was charged with slag containing 0.016 per 
cent. sulfur, and the slag held molten for 35 min. Samples of slag 
taken at intervals of about 10 min. and analyzed for sulfur showed: 


SAMPLE Time From Start, MInutEs Per Cent. SuLFuR 
0 0 0.016 
1 alc 0.036 
2 20.5 0.0412 
3 35.0 0.044 


The area of the slag-metal surface in this furnace was 0.314 sq. ft. and 1 
lb. of slag was charged in the furnace. The equilibrium per cent. sulfur 
was 0.045. 

From these data, the value of K = 0.00323 Ib. of sulfur per min. 
per sq. ft. slag-gas surface per per cent. driving force. 


@R. T. Haslam, R. L. Hershey, and R. H. Kean: The Mechanism of Absorption. 
Ind. & Eng. Chem. (1924), 16. 

9 W. G. Whitman and D. S. Davis: Comparative Absorption Rates for Various 
Gases, presented before the Ithaca meeting of the Am. Chem. Soc., Sept., 1924. 

10R, T. Haslam, W. P. Ryan and H. C. Weber: Some Factors Influencing the 
Design of Absorption Apparatus. Trans, Am. Inst. of Chem. Eng. (1923) 15, 177. 
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Data obtained on heat 26-P-380, Bethlehem Steel Co., Lackawanna 
plant, give for the last hour and twenty minutes of working a coefficient 
of 0.0045 lb. of sulfur absorbed per minute per square foot of gas-slag 
surface per per cent. driving force. During this period, the bath was 
working steadily from a hot metal addition. The data collected over 
this period are: 


Per Cent. ; 
Por CEnt. Par CrEnt. WEIGHT OF SULFUR PounpDs INCREASE 
SULFUR IN SULFUR IN Siac, DIoxIDE IN SuLFUR IN In PounpDs 
TIME METAL Stage Pounps Gas FURNACE SuLFUR 
7:46 0.0250 0.1212 30,500 0.0475 93.0 
9:06 0.0253 0.1216 35,500 102.6 9.6 


The slag weight was calculated by a manganese balance from the 
following data: 


PounDs Per Cent. Per CENT. 

Weieut Mera, MANGANESE MANGANESE MANGANESE 
TIME Pounps IN FURNACE IN METau tn Siac 
7:46 229,000 2145 0.183 5.68 
9:06 235,000 2230 0.174 5.13 


The 6000 lb. of hot metal added at 8:09 contained 0.0385 per cent. 
sulfur = 2.3 Ib. The total amount of sulfur picked up from the gas 
was 9.6 — 2.3 = 7.3 Ib. . 

From Fig. 1, a gas containing 0.0475 per cent. sulfur dioxide is in 
equilibrium with a slag containing 0.175 per cent. sulfur. The average 
driving force over this period was therefore 0.175 — the average per cent. 
sulfur in the slag, which was 0.1297 = 0.0453. The total pounds of 
sulfur picked up from the gas was 7.3, the time was 80 min., and the gas- 
slag area of the furnace, 450 sq. ft. 


s 0 ae eee 
@xXAX(S,—S) 80 X 450 X 0.0453 
When the heat was ored, the heat melted with 0.85 per cent. carbon, 

a very violent reaction took place and the gas was shut off for about 


5 min. During this period, the slag was in contact with a sulfur-free 
atmosphere and lost 11.2 lb. of sulfur in 22 min. The analyses were: 


ise = 0.0045 


Per C Ais! P i Z 
Tim) (P| ar Morate opie y ci pe nee mea Pony e: og a ecient ea 
6:23 0.0347 0.1964 23,250 1307 
6:45 0.0392 0.0880 25,600 112.5 


* Calculated from manganese balance on slag and metal. 


Wericut Merat, Pounps ManeangesE Perr Cent. Manaa- P. - 
TIME Pounpbs IN FURNACE NESE IN ere ge Hae 
6:23 226,000 2145 0.459 4.82 


6:4 229,000 2145 0.181 6.53 
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The coefficient of desulfurization could not be obtained as the furnace 
was on air only part of this period. The desulfurization was undoubtedly 
due to the sulfur-free atmosphere during a part of the ore boil. 

No data have been found in the literature where the sulfur concentra- 
tion in the gas and slag are given simultaneously. However, knowing 
the sulfur content of the coal used in heating a given furnace and the gas 
analysis of the products of combustion and the ash analysis, the sulfur 
concentration may be calculated. This has been done for the following 
heats, except that of Peterson'! in which the per cent. of sulfur in the slag 
rose regularly enough to estimate the equilibrium per cent. sulfur. 


Sourcs or Data ConDITIONS K 
KCAL S a Repent ets ais )5:3 o,e toa 2 First ore addition, violent boil 0.0039 
ILE ST ao Seae no Onn Third ore addition, fair boil 0.0045 
PEtCISON RRR HOS. Sets rte a's No ore added, per cent. carbon 0.38 down 0.0040 
Kinney & McDermott??...... No ore added, per cent. carbon 0.31 down 0.0035 


The analyses of slag and metal for sulfur in these runs is as follows: 


Per Cent. SutFurIN Staa Per Cent. Sutrur in Meran 


BEGINNING ENnp BEGINNING END 
Keats, first ore addition.......... 0.047 0.055 0.0295 0.0346 
Keats, third ore addition......... 0.063 0.113 0.0291 0.0283 
ESETSOM otic ae toes ct eaters 0.110 0.316 0.100 0.077 
Kinney and McDermott......... 0.14 0.22 0.038 0.038 


The experimental run given above (page 519), with no agitation from 
carbon but with very high gas velocity gave K = 0.00323. 

The method of calculating K in this experiment is as follows: 

For sample No. 1, @, 11.5 min.; S., 0.045 per cent. sulfur; So, 
0.016 per cent. sulfur; S, 0.036 per cent. sulfur; A, 0.314 sq. ft. From 
the integrated equation on sulfur absorption. 


(S. a. So) 
2.3 log 
” (Sea) eee 3 0.008, : ; 
iS He Shyraid sc ll 0.323 per cent. sulfur per min. 


per sq. ft. per per cent. driving force. 
To reduce this to pounds of sulfur, we must divide by 100 and multiply 


by the pounds of slag 


_ 9.323 X 1 _ 0.00323 lb. sulfur per min. per sq. ft. reacting surface 


100 
per per cent. driving force. 


11 Rey, Metal. Mem. (1910) 198. 
12 Loc. ctt. 
13 Proc. Am. Iron and Steel Inst. Oct., 1922. 
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The equation may also be used in the differential form as follows, 


expressing oS as pounds of sulfur per unit of time. 


dS = (0.00036 — 0.00016) = 0.00020 lb. sulfur 
d@ = 11.5 min. 

S. = 0.045 per cent. 

So = 0.016 per cent. 

S = 0.036 per cent. 


A = 0.314 per cent. 

aS oie KA (8, — 8) 

dé = ( e ave 
(S. — S)1 = S. — So = 0.029 


(S.—S)e=S.—S = 0.009 


Logarithmic average of 0.029 and 0.009 = 0.0171 


0.00020 , 
K= 11.5 X 0.314 X 0.0171 > 0.00323 lb. sulfur per min. per sq. ft. area 


per per cent. driving force. 


Results for Rate of Desulfurization 


~The two runs for desulfurization in the Booth electric furnace B 
were made by melting down boiler punchings, making a slag with lime 
and silica, and adding enough iron sulfide to give about 0.5 per cent. 
sulfur in both slag and metal. As previously stated, air leakage into the 
furnace supplied an atmosphere initially free from sulfur. The essential 
data collected for these two runs are: 

Run No. 1 Run No, 2a Run No. xb 


Per cent. sulfur in slag at start.............+.. 0.451 0.424 0.181 
Per centsulfur insslap atiend essere eer ee Oat OO 0.321 0.166 
Per cent. sulfur in metal at start............. 0.843 0.372 0.378 
Per cent sulfur in metal at end............... 0.733 0.335 0.318 
Vol. per cent. sulfur dioxide in gas........... 0.030 0.050 0.009 
Equilibrium per cent. sulfur in slag (from Fig. 1) 0.112 0.185 0.033 
Total pounds sulfur removed from slag to gas.. 0.0261 0.0230 0.0240 
Time of, run, DONUTS Ecce een ranean 120 81 60 
Slag-gasarea, SQUATeTeCl aan eee 0.763 0.763 0.763 
Gas: velocity:. sc. age shale hoe eee very low for all three 

1 Cad I Ch Odi ino 6 Gu wo Ba Os 0.00193 0.00194 0.00372 


The slag analyses for these runs (2a and 2b same heat) are: 


Run No, 1 Runs No. 2a anp 2b 
SlOsiata ee shee 39.06 23.96 
ATE:\ O AAs eve Re eh OTS eror ts coke o.0.e 14.2 28.4 
BejOsttn ats ee 2.49 3.62 
CAO eis rctice Src-chece tort ere CRC 13.5 22.30 
IM Oe potepten cus Oo sicheeate ase ements 22.8 13.10 
MnOiseheacuss wean one NLP 


1.66 
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The constants agree with those found for sulfurization inasmuch as 
the percentage of carbon was very low in these heats, never getting above 
0.10 in spite of numerous additions of pig iron. There was, therefore, 
practically no agitation except at the time of adding the pig iron. The 
reaction of the pig with the iron oxides in the slag usually lasted from 1 to 
2 min.; and as samples were taken at 15-mirf. intervals, adding 1 to 2 
Ib. of pig after each sample, there was agitation for not more than 10 to 
15 per cent. of the time. The slag, however, was.extremely fluid. Com- 
bining these with the results of sulfurization, we have for the absorption 
coefficient K: 


Run No. K {| CONDITION FURNACE 


1 0.0045 Pig addition, good agitation............ (G! 
2 020025) Ore addition, fairagitation’.. 3. f.6.5 oc eee. saad ahs C 
3 0.0040 No ore added, per cent. carbon, 0.38 down.......... Cc 
4 0.0039 Ore addition, violent agitation..................... @ 
5 0.0037 Electric furnace, carbon below 0.10 per cent......... 1B: 
6 0.0035 No ore added, per cent. carbon, 0.31 down.......... Cc 
7 0.0032 Slag only, agitation from high gas velocity.......... A 
8 0.0019 Electric furnace, carbon below 0.10 per cent......... B 
9 0.0019 Electric furnace, carbon below 0.10 per cent......... B 

Cc 


The effect of agitation is, therefore, to increase the coefficient somewhat, 
agitation by high gas velocity apparently having an important effect, 
asshownby Run No.7. ‘Theeffect of fluidity could not be studied, except 
that it may be here noted that the experimental runs in the Booth furnace, 
B, were at a higher temperature than is usually carried in the open 
hearth. The temperatures in these runs were close to 1650° to 1700° C. 
(3002° to 3092° F.). This would tend to make the slags more fluid than 
normal open-hearth slags and to increase the coefficient. It is highly 
probable that this increased fluidity due to higher temperatures some- 
what balanced the lack of agitation in the electric-furnace runs. 

It has been shown that the rate at which a slag will lose sulfur to a 
low-sulfur gas is the same as the rate at which a slag will pick up sulfur 
from a high-sulfur gas, under comparable conditions, the equations for 
these rates being given in the discussion of the theory of absorption and 
desulfurization. The results just given show that for normal open-hearth 
practice the rate of sulfur absorption is about 0.004 Ib. of sulfur per min- 
ute, per square foot of slag-gas surface, per per cent. driving force or 
distance from equilibrium. The same coefficient will hold when desul- 
furization of the slag is occurring. A lowerrate of desulfurization is to be 
expected in the electric furnace if the carbon is very low. 


APPLICATIONS 


In considering the application of the experimental results to practical 
operation it is necessary to consider two points: (1) how much sulfur may 
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be removed from the bath in the usual time of working a heat by a 
fuel gas free from sulfur; (2) will the savings obtained by desulfurizing the 
bath with a clean gas be offset by the cost of cleaning the gas and by 
any other disadvantages incurred. 

The first question to be considered is obviously how much sulfur can 
be removed with a gas free from sulfur. The following conditions 
will be specified for the purpose of calculating the amount of sulfur 
removed: 

1.—Gas almost completely cleaned of sulfur 

2.—0.020 per cent. sulfur in finished steel 

3.—0.10 per cent. sulfur in slag at end 

4.—100 ton stationary furnace 

5.—220,000 lb. steel 

6.—28,000 lb. slag | 

7.—Time of heat 8 hr., end of charging scrap to tap. 

8.—The gas will be desulfurizing the slag at all times. 

9.—Consider, therefore, that the slag averages 0.10 per cent. sulfur 
throughout. 


Total sulfur at end is 220,000 x 0.00020 = 44 lb. 
28,000 X 0.00100 = 28 lb. 


72 lb. 
The equation for desulfurization is 
Pounds of sulfur removed = KA@(S — S,) 
S—S,= 0.10 per cent. 
Ag 450 sq. ft. 
K= 0.004 
= 8 X 60 = 480 


Sulfur removed by the gas is 0.10 X 450 x 0.004 x 
480 = 86.3 lb. 


Let the charge consist of 50 per cent. scrap and 50 per cent. hot metal 
with the scrap averaging 0.040 per cent. sulfur and a total charge of 230,000 
lb. ® 


Total sulfur in charge = pounds sulfur at end + 


pounds sulfur removed = 72 + 86.3 =. 158.3 lb. 
Serap contains 115,000 x 0.0004 = 46.0 lb. 
Hot metal can contain 112.3 lb. = 0.097 per cent. sulfur 


Let charge consist of 25 per cent. scrap and 75 per cent. hot metal: 


Total sulfur in charge =158.3 Ib. 
Scrap 57,000 X 0.004 =23.0 lb. 


Hot metal can contain 135.3 lb. = 0.078 per cent, sulfur 


——— a 
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We may then say that any charge containing 75 per cent. hot metal or 
under can be made with hot metal containing from 0.08 per cent. sulfur up, 
depending on the percentage of hot metal in the charge. 

Data on heats 172444 and 26-P-380 show that the rate at which 
sulfur may be removed from the metal by the slag under favorable slag 
conditions, 7. e., fairly low sulfur (0.08 to 0.16 per cent.), with 35 to 45 per 
cent. CaO, and with good action on the bath, is at a rate of from 12 to 


33 lb. per hr. 

Heat numbenewmnre. cc. 05. + «s 17244 26-P-380 
Time ee were clas Ss cas 5:34-7:52 6:45-8:00 
Per cent. sulfur in metal........ 0 .0342-0 .0228 0.0392-0 .0220 
Drop in per cent. sulfur......... 0.0114 0.0172 
Tame pimtoutseestcrse cc. cee sc 2.3 1.25 
Drop in per cent. sulfur per hour 0.0050 0.0138 
Sulfur removed per hour, pounds 12.0 33.0 


The rate at which sulfur must be removed from the metal to satisfy 
the conditions set up in the calculation is 158.3 — 44 = 114.3 1b. in 8 hr., 
an average of 14.2 lb. per hr. This falls just within the range just given, 
and with low-sulfur slags this should insure desulfurization of the metal to 
the specified content in the time allotted. ; 

The second question involves a consideration of the advantages and 
disadvantages resulting from the use of clean gas. Listing the advantages 
of the clean gas process we would have— 

Avoidance of high-sulfur heats encountered in present practice with 
gases such as producer gas of medium-sulfur content and with uncleaned 
coke-oven gas of high-sulfur content. 

Use of high-sulfur metal from the blast furnace with the saving at the 
blast furnace from: (a) increased capacity, (b) lower coke consumption, 
(c) lower limestone consumption. 

Lower limestone consumption in the open hearth from lower silicon 
pig iron resulting from its high-sulfur content. 

Cleaner regenerators in the open hearth from tar and soot free 
producer gas. 

Steam in producer gas removed by scrubbing; drop from about 10 to 
about 3.2 per cent. H.O (saturation at 25° C. on dry gas basis). 

Against these advantages must be placed the following: 

The cost of cleaning the gas. 

Loss of sensible heat in producer gas. 

Loss of tar in producer gas. 

The net saving by using clean gas may be calculated by itemizing the 
savings and losses on the foregoing items. In calculating this, a compari- 
son must be made between current practice and that which could be 


14 Keats 8 Loc. cit. 
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used with clean gas. For this purpose the following conditions are set 
for current practice. 

Blast-furnace hot metal: per cent. sulfur, 0.030 average; per cent. 
silicon, 1.25 average. 

100-ton open-hearth charging 50 per cent. hot metal and 50 per 
cent. scrap. 

As shown, completely cleaned gas will allow at least 0.080 per cent. 
sulfur, if not higher, in a charge of 50 per cent. hot metal and 50 per cent. 
scrap. With these specifications in mind the savings on the items listed 
under advantages are: 

Saving on Time for Heats Held in Furnace on Account of High Sulfur.— 
The cost of producing steel in the open hearth has been taken at $7 per 
ton. The time lost against the savings effected in eliminating this time 
is given below. 


Time Lost, Hours PER Savines, DoLLARS PER Savines, DOLLARS PER 
Monti PER FURNACE Ton Monti PER FURNACE 
0 0.000 0 
1 0.010 60 
2 0.020 120 
5 0.049 294 
10 0.098 588 
15 0.146 875 
20 0.195 1180 
Savings at Blast Furnace.— 
Increase in furnace capacity.....<...............-. $0 .040 
Decrease in coke consumption..................... 0.137 
Decrease in limestone consumption................. 0.008 
CT Ota Nt ce ree RR etc re ere ae $0.185 per ton of steel 


Saving in Limestone in Open Hearth.—The decreased silicon in high- 
sulfur pig iron has been estimated in terms of limestone saved at the 
open hearth at $0.038 per ton of steel. 

Cleaner Regenerators.—Indeterminate. 

Saving in Reducing Water Content of Producer Gas from 10 Per Cent. to 
3.2 Per Cent. (Saturation at 25° C.).—This has been estimated at $0,022 
per ton of steel. 

Cost of Cleaning the Gas.—A very economical method of removing 
hydrogen sulfide from gas is scrubbing with a dilute solution of soda ash 
the spent liquor from the absorption being revivified by aeration. This 
system? is in use in thirty gas plants and in one steel plant. At the steel 
plant, the H2S in coke-oven gas is lowered from about 500 gr. per 100 cu. 
ft. to about 100 gr. per 100 cu. ft., a removal of about 80 per cent. This 


6 I, W. Sperr, Jr.: The Absorption of Hydrogen Sulfide. Presented at Ithaca 
meeting of Am. Chem. Soc., Sept., 1924, 
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concentration is too high to remove a large amount of sulfur in the open 
hearth but is low enough to insure little or no trouble through high-sulfur 
heats, and gives a waste gas lower in sulfur than producer gas from coal 
containing 1.0 per cent. sulfur. The writer understands that the cost of 
reducing the sulfur from 500 to 50 gr. per 100 cu. ft. by this process, 
including fixed charges, is about 0.50 cents per 1000 cu. ft. of gas. Com- 
plete purification costs about twice as much. Producer gas from 1.0 to 
1.2 per cent. sulfur coal contains approxtmately 100 gr. of sulfur per 100 
cu. ft. To reduce this to 10 gr. would cost 0.40 cents per 1000 cu. ft. 
and to cool the gas before scrubbing would cost another 0.40 cents, a 
total cost of purifying producer gas of 0.80 cents per 1000 cu. ft. On 
the basis of one ton of steel the cost would be: 


PREERTANOLY VAS tee ee ee Pe eed fics bow veces $0.13 
Uso Sh Eiag se SR GI ad gape edi en a 0.32 


Sensible Heat Loss in Producer Gas.—The total sensible heat lost can- 
not be charged against the first five items, for when heating cold gas much 
greater differences in temperature between gas and checker hold than 
when gas’at 1100° F. is preheated to 2200° F. Further the gas regenera- 
tors will be cleaner, thus increasing the heat transfer. The net loss of 
sensible heat has been estimated at $0.036 per ton of steel. 

Loss of Tar from Producer Gas.—The loss of tar would remove asmall 
amount of latent heat from the gas, but this is considered balanced by 
the greater cleanliness of the regenerators and by the fact that all the 
tar may be recovered in scrubbing. 

The items which may be placed against each other to determine the 
practicability of completely removing the sulfur from coke oven or 


producer gas are: 


Savines, Dotuars PER Ton Cost, Doutuars PER TON or 


or STEEL TEEL 
CoxKE-OVEN PRODUCER CoxK5B-OVEN PRODUCER 
ITrM AS Gas Gas AS 
Time lost at present due to high- 
sulfur heats................... Same for both, varies 


with time lost 


Use of 0.08 per cent. sulfur in hot 
metal instead of 0.03 per cent. 


UU NDT Soin Gece nica oie Ay cuca eee 0.185 0.185 
Lower limestone consumption in 

OpeMMeRTthios oepes tise) ie ise 0.038 0.038 
Clean regenerators..........--.-- None Indeter- 

minate 
Removal of steam from gas....... None 0.022 
@ostrolscleaningicadh. spmcmc- = 0.13 0.320 
Loss of sensible heat in fuel gas... . None 0.036 
None Indeter- 


Loss of tar in scrubbing.........- 
minate 


528 ELIMINATION QF SULFUR IN THE BASIC OPEN-HEARTH PROCESS 


The saving in cleaning each gas, omitting at this point the saving of 
time lost through high-sulfur heats and the cost of cleaning the gas, will 
be: Coke-oven gas, $0.223 per ton of steel; producer gas, $0.209 per ton 
of steel. 

The net saving in dollars per ton of steel will be: ; 

For coke-oven gas, elimination of time lost through high-sulfur heats, 
+0.223 — 0.130. 

For producer gas, elimination of time lost through high-sulfur heats, 
+0.209 — 0.320. 

The net saving for each gas is as follows: 


Timp Lost, Hours PER Net Savina, DoLuars PER Ton 


Monts Per FurRNACE Coxz-ovEN Gas Propucer Gas 
0 +0.093 —0.111 
1 +0.103 —0.101 
2 +0.112 —0.092 
5 +0.142 —0.062 
10 +0.191 —0.013 
15 +0.239 +0.035 
20 +0.288 +0 .084 


The net saving per furnace per month for the conditions shown 
above are: 


Time Lost, Hours PER Net Savina, DoLLars PER FURNACE PER MonTu 
Furnace PPR MontH CoxKn-ovEN Gas Propucer Gas 

0 560 —670 

1 620 —610 

2 670 —550 

5 850 —370 

10 1150 — 80 

15 1430 210 

20 1730 500 


Completely removing the sulfur from coke-oven gas, and using this 
alone as a fuel, would be profitable even if no time were lost due to sulfur 
under present operating conditions. The use of clean producer gas would 
be unprofitable, unless an excessive amount of time is at present lost from 
charges high in sulfur or from the use of a high-sulfur coal. 

Two other methods of operation must be considered at this point: 
(1) The use of coke-oven gas and tar; (2) the use of partly cleaned coke- 
oven gas, insuring no time lost on account of high-sulfur heats but at 
the same time necessitating the use of a low-sulfur pig iron in the charge. 


Use of Coke-oven Gas and Tar 


The relative amounts of these two fuels, when used together, vary 
considerably. Any combination of the two giving not more than 0.035 
per cent. sulfur dioxide in the products of combustion will prevent the 


C. H. HERTY, JR., A. R. BELYEA, E. H. BURKART, AND C. C. MILLER 529 


slag and metal from picking up sulfur from the gas when charges of hot 
metal and scrap averaging 0.030 to 0.045 per cent. sulfur are used. Tar 
of the composition 93.5 per cent. carbon, 6.0 per cent. hydrogen, and 
0.5 per cent. sulfur, when burned with theoretical air, gives 1720 cu. ft. 
of waste gas (at 32° F. and 760 mm.) per gallon. Coke-oven gas of 540 
B. t. u. per cu. ft. when burned under the same conditions gives 5.6 cu. ft. 
of waste gas per cubic foot. To obtain a waste gas containing 0.035 
per cent. sulfur dioxide, it is necessary to take into account only the 
sulfur content of the fuels and the changes in volume on combustion. 
Tar containing 0.5 per cent. sulfur gives a waste gas containing 0.0326 
per cent. sulfur dioxide, and coke-oven gas containing 500 gr. of sulfur 
per 100 cu. ft. gives 0.134 per cent. sulfur dioxide in the waste gas. The 
amount of sulfur dioxide in waste gas from any amount of sulfur in the 
coke-oven gas will be in the same ratio as the values given above; 7. e., 
to obtain the sulfur dioxide in the waste gas, the grains of sulfur per 
100 cu. ft. of coke-oven gas are multiplied by 0.000268. 

Using 7,000,000 B. t. u. as the heat required to produce 1 ton of steel, 
and 0.035 per cent sulfur dioxide as the safe limit for sulfur in the waste 
gas, the following table has been derived. The relative amounts of 
coke-oven gas and tar required to melt 1 ton of steel are listed with 
changing amounts of sulfur in the coke-oven gas. If coke-oven gas is 
purified to 131 gr. of sulfur per 100 cu. ft., the waste gas will contain 
0.035 per cent. sulfur dioxide, and under these conditions any ratio of 
gas and tar may be used. 


ComBINATION TO GivE 0.035 Per Cunt. SULFUR 
Grains or SULFUR IOXIDE IN WAsTE GAs 


tn 100 Cv. Fr. or GALLONS Cusic Frnt or CoKE- 
CoxKE-ovEN Gas or Tar OvEN Gas 

500 42.7 335 

400 42.4 410 

300 41.6 670 

200 38.9 1,500 

150 29.6 4,300 

145 27.6 5,270 

140 21.5 6,830 

135 12.8 9,600 


Any amount of tar over that here given for a given sulfur concentra- 
tion in the coke-oven gas will give a waste gas lower than 0.035 per cent. 
sulfur dioxide, as will an excess of air for combustion. At 135 gr. per 
100 cu. ft., the gas and tar are being burned very nearly in the proportion 
in which they are produced. With gas cleaned below 130 gr., tar may be 
saved by burning a combination higher in gas. 

The use of completely purified coke-oven gas in combination with tar 
will always give a waste gas below 0.0326 per cent. sulfur dioxide. With 
unpurified gas, the waste gas will always be above this figure. The 
following table shows the concentrations of sulfur dioxide in the waste 
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gases, using different proportions of tar and purified and unpurified coke- 


oven gas. 


Per Cent. or Sutrur Diox1pE 
In WASTE Gas 


CoKB-0VEN Tar, CoKE-oVEN Gas CoKE-OVEN Gas 
Gas, Cu. Fr. GALLONS PURIFIED UNPURIFIED 
13,000 | On 0.00 0.134 
11,500 s 5 0.0038 0.123 
10,000 10 0.0077 Oe Lis 
8,500 15 0.0114 0.100 
7,000 20 0.0154 0.088 
5,500 25 0.0191 0.077 
4,100 30 0.0225 0.065 
2,600 35 0.0264 0.054 
1,100 40 0.0300 0.043 

0 44 0.0326 0.0326 


From this table, the extent of desulfurization and resulfurization may 
be calculated by the same method used previously. Take, for example, 
a combination of 7000 cu. ft. of completely purified coke-oven gas and 20 
gal. of tar. The sulfur in the slag in equilibrium with the waste gas from ’ 
this combination is, from Fig. 1, 0.055 per cent. sulfur. The average 
driving force for the expulsion of sulfur from the slag will be 0.100 — 
0.055 = 0.045 per cent. sulfur. The total amount removed will be, from 
the equationS = K X A X (S—S.) X 8, 


0.0040 X 450 X 0.045 X 480 = 39 1b. sulfur. 


The total amount of sulfur allowable in the charge will be, as before, 
sulfur at end + sulfur removed, 72 + 39 = 111.0lb. The scrap contains 
46 lb., therefore, the hot metal can contain 65 lb., which gives a hot 
metal with 0.056 per cent. sulfur. 

In this system of clean coke-oven gas and tar, the net saving for any 
combination may be calculated by the method used on coke-oven gas 
alone. In using unpurified coke-oven gas and tar, the amount of sulfur 
picked up by the slag can be calculated in a similar manner, except that in 
this case the sulfur concentration will be constantly building up in the 
slag instead of being kept low. It may be noted here that a combination 
of 25 gal. of tar and 5500 cu. ft. of unpurified coke-oven gas correspond, 
with respect to sulfur in the waste gas, to producer gas from a coal con- 
taining about 1.2 per cent sulfur. 


Use of Partly Cleaned Coke-oven Gas Alone 


If it were desired to eliminate only time lost through high-sulfur 
heats, the gas need not be purified to more than 125 to 135 gr. per 100 
cu. ft. This would cost slightly under 0,50 cents per 1000 cu. ft., but 
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for the purpose of pee tating the saving in this case the cost will be taken 
at that figure. 


Time Lost PER Do.uars PER Ton 


Mown, Hees Riikotas aa Wrens i ee 
0 0.000 0.065 —0.065 
1 0.010 0.065 —0.055 
2 0.019 0.065 —0.046 
5 0.049 - , 0.065 / —0.016 
10 0.098 0.065 +0.033 
15 0.146 0.065 +0.081 
20 0.195 0.065 +0.130 


If unpurified coke-oven gas with 500 gr. of sulfur is used, the time 
lost through high-sulfur heats will be very large, the total time _being a 
function of the sulfur in the charge. 


ConcLusIons 


1. A direct ratio exists between the concentration of sulfur dioxide over 

the bath and the amount of sulfur picked up by the scrap during melting. 

2. A direct ratio also exists between the concentration of sulfur dioxide 

over the bath and the concentration of sulfur in a slag containing lime, 

when sufficient time has been allowed for equilibrium to be established. 

3. The ratio between the gas and the oxide formed on melting is 
vol. per cent. SO» in gas 


per cent. § in oxide = about 0.90 


The ratio between the gas and slags containing lime is 
vol. per cent. SO: in gas 


per cent. § in slag rawee 


4, The rates of sulfur absorption and of desulfurization are equal and 
have a numerical value of about 0.004 lb. of sulfur absorbed or lost per 
minute per square foot of slag-gas surface per unit of concentration 
difference (per cent.) between the sulfur in the slag and the sulfur that 
would be in equilibrium with the gas over the slag. 

5. The use of a gas free from sulfur will allow a much higher per- 
centage of sulfur in the charge of an open-hearth furnace. 

6. The use of a gas free from sulfur will prevent the loss of time due to 
high-sulfur heats encountered in present operation. 

7. Sulfur-free gas will be economical under certain conditions as it 
will allow a higher sulfur and, therefore, cheaper pig iron to be used and as 
there will be no time lost on high-sulfur heats. 

8. The economy in using sulfur-free coke-oven gas is much greater 
than in using sulfur-free producer gas, on account of the larger volumes 
of producer gas which must be purified. 

9. There is a direct loss in using sulfur-free producer gas unless the 
time lost on high-sulfur heats is above 1.5 per cent. of the total working 
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time. Clean coke-oven gas is economical under almost all conditions. 
The exceptions are when low-sulfur charges are in use and when the time 
lost on high-sulfur heats is very small, using these low-sulfur charges. 

10. When burning any fuel in the open hearth, the waste gases should 
not exceed 0.035 per cent. sulfur dioxide if sulfur absorption is to be 
avoided. When coke-oven gas and tar are burned together, the coke- 
oven gas should be cleaned to 125 to 135 gr. of sulfur per 100 cu. ft. of 
eas if high-sulfur heats are to be avoided. If very large amounts of tar 
are used, 30 gal. per ton of steel, with the coke-oven gas, the sulfur con- 
tent of the latter may be raised to approximately 150 grains. 
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DISCUSSION 


Henry D. Hrpparp,* Plainfield, N. J—Did not most of the sulfur in 
the gas get in from sulfur that is in the form of H,S? 


C. H. Herty, Jr.—The sulfur in the fuel gas is H.S, but H,S, 
like CO or hydrogen, is oxidized in the furnace. In lime solutions, for 
instance, SO: is picked up just as readily as H.S forming calcium sulfite. 
In this case we probably form calcium sulfide. 


L. F. Rernarrz,t Middletown, Ohio.—What relationship was found 
to exist between the iron oxide content of the slags and their power to 
absorb sulfur? I have found that the higher the iron oxide concentration 
in the slag the lower is its power to absorb sulfur. In fact, in concentra- 
tion of about 40 per cent. iron oxide and extremely low-carbon material, 
it is difficult to cause any more sulfur to go in the slag despite the fact 
that you have sulfur-free gas, for instance natural gas. A point is reached 
where, unless you are able to increase the lime content of that bath, the 
sulfur concentration of the slag cannot be decreased. 

It has been said that the gas checkers would be considerably less 
clogged if we had clean gas. I cannot check that up with our experience 
because we have many times analyzed deposits in gas checkers but at no 
time have we found any carbon deposit; it is always a red oxide of iron. 
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In the case of producer gas, this iron oxide, especially in the gas checkers, 
runs extremely high in sulfur, showing that the sulfur has been absorbed. 


C. H. Herty, Jr.—The FeO in the slag prevents the absorption of 
sulfur from the metal. If there is any equilibrium or ratio between the 
slag and the metal, the higher you make eithér of these iron oxides the 
more you drive back the reaction. When you get to 40 or 45 per cent. 
FeO, you are tending to drive the reaction back that way. We found 
that very thing where we had a slag that ran about 30 or 40 per cent. 
The analysis given is on the electric furnace run, 28 per cent. FeO and 
4 per cent. Fe,O; at the same time. With high FeO in the slag, 
you cannot desulfurize the metal, because you tend to reverse your 
desulfurization reaction. We have investigated the gas checker and 
found that the bricks in the gas checker are always coated with a thick 
film of solid, apparently solid, carbon embedded in the brick. 


L. F. Reryartz.—We have a deposit of black iron oxide and have 
never found more than 0.2 per cent. carbon in this deposit. 


C. H. Herty, Jr.—Do you not find a sort of glassy covering? 


L. F. Remnartz.—There is a covering of iron oxide on the outside about 
14 or 34 in. thick. I have never been able to find the slightest particle 
of carbon, 


C. H. Herry, Jr.—That is remarkable, because in our air checkers 
we find this glassy covering which is absolutely the same color as the brick; 
it may be a little darker. In the gas checkers, the same glassy covering, 
which is a little thicker, is pitch black and very resistant to heat. From 
a qualitative study of furnace performance the black deposits seem to 
have a wonderful power for resisting heat flow. 


ANcEL St. Joun,* New York, N. Y.—If that material on the surface 
of the brick is a pitch or carbon material, by putting it through an 
experimental process similar to that used in the manufacture of arti- 
ficial graphite it should be possible to develop a graphitic structure 
that can be identified very readily by various methods; probably the 
simplest is by v-ray analysis. To determine facts about the nature of 
materials, ete. in brick or elsewhere without destroying or affecting the 
material in any way, z-ray analysis is rather valuable. The sample 
is put into the crystallometer and subsequently is taken out; if the chem- 
ical analysis of that particular piece is desired it can be obtained. I have 
repeated examinations on samples at intervals over a period of months 
or even years and have followed spontaneous changes that are taking 
place in the exact piece that I had examined previously. 


* Consulting Physicist. 
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A. L. Friwo,* New York, N. Y.—The authors have brought to bear 
on this subject of sulfur elimination and absorption an entirely new view- 
point and have conclusively shown that the two phenomena are mani- 
festations of the same physico-chemical equilibrium. Open-hearth 
men have realized for years that they could eliminate sulfur in the 
basic furnace, but textbooks do not indicate how this elimination proceeds 
except for the customary statement that lime combines with sulfur to form 
calcium sulfide. There is no statement explaining why, under certain 
conditions, sulfur elimination does not occur. 

It has also been known that sulfur is picked up from the furnace 
gases, but open-hearth men in attempting to eliminate sulfur have 
followed cut-and-try methods. They have held their heat and they have 
run with a high-lime slag without paying very much attention to the 
composition of the furnace gas. Undoubtedly in many cases heats have 
been prolonged under conditions where the composition of the gas pre- 
cluded any appreciable sulfur elimination. By means of the curve 
contained in this paper, it is possible for an operator to determine at once 
whether he will be able to eliminate appreciable sulfur and Just how much 
elimination can be realized in the end. I know of no open-hearth 
reaction that has been studied with the care and success that character- 
izes the present investigation. 


C. R. Haywarp,f Cambridge, Mass.—Does it take very much time 
to obtain this equilibrium? 


C. H. Herry, Jr—That depends entirely on the rate, but you can 
calculate the time from the absorption coefficient. It depends on the 
distance from equilibrium, agitation, physical conditions, and amount 
of slag present. 


Raven H. Sweetser,t Columbus, Ohio.—If it is apparently so easy 
to take sulfur out of the open-hearth furnace, why can we not take the 
sulfur out in the blast furnace? 


L. F. Retnartz.—One speaker has said that it is difficult to get low 
sulfur in producer gas because low-sulfur coal is not as common as we 
would like to have it; therefore by trying to take sulfur out of the metal 
and putting it in the slag, we are opposing the reaction by which the 
sulfur from the gas is going into the slag. When we try to eliminate 
sulfur, the composition of the slag has a great bearing on this reaction. 
The analysis must be such that it will hold whatever sulfur we take out 
of the metal. The time taken to eliminate sulfur depends, to a great 
extent, on the quality of the slag we have. Slag that is high in lime, low 
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in iron oxide, and fluid will take out the sulfur much more rapidly than a 
slag higher in iron oxide and lower in lime. 


C. D. Kine, New York, N. Y.—About 8 years ago, in the Pittsburgh 
district, some 65-ton natural-gas furnaces were operated, using approxi- 
mately a charge of 6 per cent. limestone, 60 per‘cent. basic hot metal, and 
40 per cent. scrap, with sufficient ore to suit. The iron ran approximately 
1 per cent. manganese, 1.25 per cent. silicon, and 0.035 per cent. sulfur, 
and the steel as a rule finished around 0.035 per cent. sulfur. A few 
years later, because of the shortage of natural gas in that district, half 
of the shop was put on pulverized coal. The limestone charge was 
raised to approximately 10 to 12 per cent., the coal used being 600 to 700 
Ib. per ton of steel and analyzed close to 1 per cent. sulfur. With prac- 
tically the same charge as the natural-gas furnaces, limestone excepted, 
the heats made on pulverized coal averaged about 13 points sulfur higher 
than the natural-gas furnaces. 

Shortly afterwards, the pulverized coal was replaced by coke-oven gas, 
and natural gas also was replaced by the same fuel some time later. 
Using approximately the same charge of pig iron and scrap, but increasing 
the limestone charge to 8 or 9 per cent., as against the 6 per cent. on 
natural gas, coke-oven gas and tar furnaces finished as a rule 7 points 
sulfur higher than natural gas. The results obtained at this particular 
plant were verified by independent investigation at other plants using 
the same fuel. The tar analyzed about 0.50 per cent. sulfur per gallon 
and the gas about 0.75 lb. H.S per 1000 cu. ft. The fuel ran approxi- 
mately 6,500,000 B.t.u.’s per ton of steel, the gas being calculated on a 500 
B.t.u. per cu. ft. basis and the tar 160,000 B.t.u. per gal. Although 
the practice was to use tar in melting down in times of stress, when the 
sulfur in the pig iron necessitated the most careful methods, and finishing 
up with coke-oven gas and tar, one furnace operated on coke-oven gas 
alone and showed remarkable finishes in sulfur in steel, as compared to the 
rest of the plant, which was operating on tar and gas. Although using 
somewhat less limestone and a slight decrease in the amount of pig iron 
charged, over long periods of time this furnace finished with as low or lower 
sulfur in steel as the combination coke-oven gas and tar furnaces, in 
spite of the fact that the influence of the sulfur in coke-oven gas is con- 
sidered greater than that of tar for the same British thermal units. 

On page 530, where a sulfur balance is worked out, it states that hot 
metal can contain 65 lb. of sulfur which, therefore, will permit the use of 
0.056 per cent. sulfur in pig iron. Other instances are given where even 
higher sulfur in the pig iron is permissible. Although it 1s quite possible, 
from an experimental standpoint, to use such high sulfur in pig iron with 
relatively high pig iron charges, the added expense and extraordinary 
measures taken to prevent high-sulfur finishes in steel so far in basic 
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open-hearth operation have not proved fruitful and economical in actual 
practice. Even with the use of a fuel like natural gas, containing no 
sulfur, any excessive sulfur in the pig iron will be reflected in the finished 
steel, as the basic open-hearth furnace has not yet proved to be more 
than a very uncertain factor in desulfurization. 


GC. H. Herry, Jr. —Our experience along the lines mentioned by Mr. 
King, as far as gas is concerned, has given somewhat different results. 
When 10,000 cu. ft. of uncleaned coke-oven gas has been used per ton 
of steel, it has been found impossible to make steel to meet specifications; 
but as soon as that gas is cleaned down to 100 or 125 gr. sulfur is easily 
eliminated. It looks as though there are two cases where the facts are 
the same, but the results are different. 


C. D. Kine.—That is, you are willing to spend some money in 
desulfurizing high-sulfur coke-oven gas so that you can manufacture a 
steel that the customer will accept. That may be a good prospect 
where it is not possible to secure anything other than high-sulfur pig iron, 
but it appears much more advisable to do desulfurization where reducing 
conditions exist, as in the blast furnace, rather than in the oxidizing 
- condition of the open-hearth furnace. 

Pig iron should take first place in its relative importance as regards 
sulfur in the finished steel, and any reduction in sulfur that can be effected 
in the blast furnace is most certainly advisable for good, normal open- 
hearth operation. This has proved true in natural-gas furnace practice, 
and even were the coke-oven gas reduced to nil in sulfur this would still 
hold true. Certainly its importance cannot be overlooked when the 
coke-oven gas contains some sulfur. However, even with natural gas 
containing no sulfur, experience shows that it is practically impossible 
to finish a 0.056 per cent. pig iron using 60 per cent. or more, pig iron 
under 0.40 per cent. sulfur, without resorting to exorbitant and expensive 
measures, which preclude their use for other than experimental purposes. 
When all has been said and done, it may be possible by the use of much 
labor, time, and money to produce a steel with sulfur acceptable to the 
customer, using high-sulfur pig iron, but such added expense might prove 
ruinous from a standpoint of plant operation. In other words, the 
expenditure of a little money at the blast furnace can affect a pig iron 
allowing a low-sulfur finish in steel, whereas much more would be spent at 
the open hearth to transform a high-sulfur pig iron into an acceptable 
low-sulfur steel. 


C. H. Herry, Jr.—The only answer I have is that when this coke- 
oven gas was cleaned down to 50 gr. of sulfur, which is very low, they had 
no trouble in getting down to 12 points sulfur in their steel; the materials 
in the charge contained about 40 to 45 points sulfur. 
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C. D. Kine.—That was with a basic open-hearth furnace? 


C. H. Herry, Jr.—Yes; with about 10 per cent. limestone. The 
total time for refining was 11 hr. I cannot understand how the two 
things can be comparable. 


. * . r 
C. D. Kine.—Finishing 0.012 per cent. sulfur in a basic open-hearth 
furnace is well worth while talking about.. Even with the ideal reducing 
conditions of an electric furnace this is considered very fine practice. 


C. H. Herry, Jr.—We ran a test last fall on a sulfur balance through- 
out a heat; it melted about 85 points carbon and was pretty hot; we used 
two boxes of ore and got a very violent reaction. It looked like a spray 
chamber. We cut the gas off for 6 min. but let the air flow right through 
the furnace; during that time the furnace lost 11 lb. of sulfur to the air 
over the bath. We eliminated from 39 points down to 22 points of sulfur 
in 114 hr. immediately following that period, the total sulfur in the 
furnace being constantly lowered in that time. 


L. F. Rernartrz, Middletown, Ohio—We have had many years’ 
experience with fuel oil, natural gas, and producer gas. Natural-gas heats 
will finish anywhere from 0.005 to 0.007 per cent. lower in sulfur than the 
producer-gas heats, when there is about 0.70 to 0.90 per cent. sulfur in 
the coal. When the coal runs up to 1.25 per cent. sulfur, the variation 
will be about 0.009 to 0.010 per cent. In the case of fuel oil, which con- 
tained about 0.15 per cent. sulfur, we had about 0.004 to 0.006 per cent. 
more sulfur in the steel than with the natural-gas heats. For many 
years, our practice has been to use about 10 per cent. limestone charge. 
When using natural gas, it was possible to get down to 0.023 to 0.024 
per cent. sulfur on a charge containing not quite as much pig iron as the 
previous speaker used, I would say about 50 per cent. pig iron and 50 
per cent. scrap. The sulfur in the pig iron probably ran about 0.085 
per cent.; and in the scrap about 0.03 per cent. When using producer 
gas, the sulfur was about 0.007 per cent. higher in the finished product. 

It is a rather remarkable statement to say that in an open-hearth 
furnace with the charge given by the author it is possible to get down to 
0.012 per cent. sulfur. I have seen many analyses from many steel plants, 
but nothing that would approach such results. It is possible with natural 
gas to get down to 0.20 per cent. sulfur quite easily. It costs from $60 
to $70 an hour to run an open-hearth furnace. If you add 3 or 4 per cent. 
limestone to the charge, it is apt to increase the time of the heat about 2 
hr. For that reason, it is cheaper to take out the sulfur in the pig iron. 
Where it costs several dollars to remove sulfur in the open-hearth furnace, 
especially if you have an uncertain fuel, the blast furnace can do it for 
50 cents to $1. All you must do in that case is to spend a little more 
money on coke and use a little bit more limestone. When that is 
interpreted back into steel, it amounts to about 25 cents per ton of steel. 
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Haakon Stvrt,* Philadelphia, Pa.—When two men state that the 
melting conditions are exactly alike, but the results are entirely different, 
I would say that the melting conditions are not alike. It would be advis- 
able, if it were possible, to obtain records of the temperature in the fur- 
naces, the composition of the slag and the steel, and the time for refining 
at the particular temperatures before the steel is finished. I am sure from 
other experimental data that one plant was worked at a higher temper- 
ature than the other, and it is well known that all reactions go much more 
quickly when the temperature is higher. 


C. D. Kina.—When coke-oven gas and tar were first used at 
this plant, it appeared that the additional sulfur in the steel, due to this 
type of fuel, was 7 points; it might be possible to show that there was a 
greater relationship between the fuel used on the sulfur in the steel than 
the influence of the pig-iron sulfur. Considerable data were collected on 
fifteen furnaces and for the first ten days the curve for sulfur in the 
finished steel followed the curve for the coke-oven gas with remarkable 
regularity. However, the pig iron for this period ran close to 0.040 per 
cent. of sulfur without any perceptible variations. At about this time, 
the blast furnaces reacted severely and started to cast some rather 
irregular iron, the sulfur varying from 0.030 to 0.070 per cent. It is 
unnecessary to state that this variation affected the sulfur in the steel 
very drastically, so much so that it was almost possible to superimpose the 
curve for sulfur in the steel on that for sulfur in the iron. 

A year or so later, the blast furnaces, over long periods, ran around 
0.030 per cent. sulfur in the pig iron and with a 60 or 65 per cent. pig iron 
charge in the open-hearth furnace, the steel consistently finished under 
0.040 per cent. sulfur. In other words, the sulfur in the pig iron had a 
direct and immediate influence on the sulfur in the steel, whereas the 
sulfur in the fuel added its usual 7 points to the steel, but rarely, as far as 
could be proved, much more or less. 


GrorGE A. Orrok, New York, N. Y.—I agree with the speaker 
regarding the use of coke-oven gas in the open hearth. In investigations 
covering ten or twelve furnaces, I was unable to find any relation between 
sulfur in the coke-oven gas and the sulfur in steel; that is, the sulfur in 
the steel followed more or less the sulfur in the charge, and apparently 
was not contaminated by sulfur in the coke-oven gas or by a change of 
fuel to either tar or fuel oil. 


C. D. Kine.—I did not intend to give that impression. I specifically 
stated that the pulverized coal added about 13 points sulfur to the steel 
and the coke-oven gas about 7, but with the coke-oven gas adding its 7 
points the relative variations in the sulfur of the pig iron were more 
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emphatic and clear cut than any variations caused by the amount of 
sulfur from the fuel, either in analysis or in the amounts of fuel used. 


C. H. Herry, Jr. (author’s reply to discussion)——A_ probable 
explanation of the small amount of desulfurization taking place when 
natural gas was used on the 65-ton furnaces mentioned by Mr. King, 
is in the weakly basic slag which these furnaces must have carried. 
A simple calculation of the amounts of lime and silica in the slags 
resulting from the charges given shows 4a ratio of lime to silica equal 
to 2. As is shown in the text, it is necessary to have a very basic 
slag to insure the slag taking the sulfur from the metal as fast as 
the gas removes the sulfur from the slag; in the heats with natural 
gas, this could hardly have been the case with the low ratio of CaO 
to SiOs. 
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Reaction between Manganese and Iron Sulfide 


C. H. Herry, Jr.* anp O. S. True, f Lackawanna, N. Y. 


(New York Meeting, February, 1925) 


It 1s well known that manganese will desulfurize molten iron through 
the formation of manganese sulfide, which, being only slightly soluble 
in the metal, rises to and enters the slag where it remains as such (mixer 
slag) or is converted partly or wholly to calcium sulfide (basic open- 
hearth slag). The reaction by which manganese sulfide is formed is 
Mn + FeS = MnS+ Fe. This reaction is generally considered to be 
reversible, although McCance! states that such is not the case. The 
experimental work was carried out to confirm the results of Rohl’ as to 
the reversibility of the reaction. 

Six trials are herein considered. In each 200 gm. of electrolytic 
iron free from manganese and sulfur were melted in a pure zirconia 
crucible in a carbon resistance electric furnace. To the melted iron 
in runs 2, 3 and 4 metallic manganese and manganese sulfide were added 
to give 1, 2 and 4 per cent. manganese respectively, with 0.50 per cent. 
of sulfur in each. In runs 5, 6 and 7, metallic manganese and iron sulfide 
to give the same proportions of manganese and sulphur as in runs 2, 3 
and 4, were added. The melts were held molten in the furnace for an 
hour and then cast into small ingots. 

The results of these melts are as follows: 


INGREDIENTS OF CHARGE ANALYSIS OF Incor 

MANGANESE, SuLFuR, MANGANESE, SULFUR, 

Run MatperiaL CHARGED Per Crnt, Prr Cent. Per Cent, PrerR CrEnt. 
2, IMbaRSP SE Iba ote guts eo 0 We) 0.452 0.636 0.367 
By UMGRISY SEMEN EAR aioe a oen disor PEO) 0.50 I Y/ 0.310 
Ame VITUS eV UT earn | eee eee 4.0 0.50 2.81 0.230 
sje AR e waliMbW nook dmocodG'd mc 1.0 0.50 0.647 0.397 
62 eFeSist Minin sta cevrecatn ie 2.0 0.50 1.45 0.374 
Wap HeSs=l-- Mine trauceeacseoren 4.0 0.50 2.73 0.195 


* Research Associate, Massachusetts Institute of Technology School of Chemical 
Engineering Practice. 
+ Massachusetts Institute of Technology, Master’s Thesis, 1923. 
1 Andrew McCance: Non-metallic Inclusions. Jnl. Iron and Steel Inst. (1918) 
97, 239. 
2 G. Rohl: Constitution of Sulphide Enclosures in Iron and Steel. Carnegie Sch. 
Mem., Iron and Steel Inst. (1912) 4, 28. 
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Fig. 1.—Run 2, conTAINING 0.636 PER CENT. MANGANESE AND 0.367 PER CENT. 
SULFUR. X 500. 


Fic. 2.—Ruwn 8, CONTAINING 1.57 PER CENT. MANGANESE AND 0.310 PER CENT. 
suLFuR. X 500. 
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~ 


These results show that manganese sulfide, even in the presence 
of an excess of manganese, will be converted to iron sulfide and enter the 
metal, the reaction, therefore, being reversible. Further, the greater 
the excess of manganese the lower the sulfur in the metal, regardless of 
whether the sulfur is originally present as MnS or as FeS. Comparing 


Fic. 38.—Rwn 4, CONTAINING 2.81 PER CENT. MANGANESE AND 0.230 PER CENT. 
SULFUR. X 500. 


the tests made with the same concentrations of manganese and sulfur 


in the charge, but with the sulfur charged as MnS in the first case and FeS 
in the second, we have: 


CHARGE InGor 

MANGANESE, SuLFuR, MANGANESE, SULFUR, 

Run MatTerRIAL CHARGED _ Pur Cent. Prr Cent. Per Cent, Pur CrEnt, 
Do Vins) alin ee ate aioe iho 0.452 0.636 0.367 
De phe st Mi oe aaa on eerie 1.0 0.50 0.647 0.397 
Some ME Saf WV skeet nelle ae 2.0 0.50 V57 0.310 
Goee HES fey Minti ane eae oe 2.0 0.50 1.45 0.374 
7S SIN Wao hees = ihy DoW Aen es fev oe 4.0 0.50 2.81 0.230 
(ae eS Sein erties me eee 4.0 0.50 2.73 0.195 


From these results, it is evident that equilibrium had been established, 
for regardless of the charging conditions, tests with equal concentrations 
of manganese and sulfur in the charge should come to the same final 
concentrations if the reaction FeS + Mn = MnS + Fe is reversible. 
Sections of the ingots from runs 2, 3 and 4 are shown in Figs. 1, 2, and 


3. As the manganese excess increases the inclusions become darker, 
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showing that the ratio of manganese sulfide to iron sulfide increases. 
This is to be expected as the equilibrium constant or ratio for the reaction is 
jae _ (MnS) metal . 

(FeS) metal X (Mn) metal 
from which it can be seen that as the conéentration of manganese Is 
raised the ratio eet must increase. 

The authors wish to express their appreciation to Mr. V. O. Homer- 
berg, of the Massachusetts Institute of Technology, for the preparation 
of the photomicrographs. 

Notre.—The loss of manganese over that required to form MnS was the result 


primarily of oxidation of manganese, the electrolytic iron containing 0.44 per cent. 
oxygen as surface oxidation picked up during pulverizing. 


DISCUSSION 


A. L. Fetip,* New York, N. Y.—The authors are to be commended on 
their attempt to establish qualitatively, by means of a method compre- 
hensible to any student of elementary physical chemistry, the reversibility 
of the reaction Mn + FeS @ MnS + Fe in molten steel as solvent. 
Obtainment of a criterion of reversibility from inspection of the ingot 
analyses was made possible because of the fact that a relatively high 
percentage of sulfide (equivalent to 0.45—0.50 per cent. sulfur) was added 
to the melts; sufficient in each case not only to cause the latter to become 
saturated with sulfide but to give rise to the formation or presence of an 
insoluble excess of manganese sulfide, which escaped from the metal bath. 
Briefly, the authors find that a decrease in total sulfur occurs with increase 
in the total manganese contents of the steel, regardless of whether the 
equilibrium represented by the above equation is approached from the 
right or from the left. It is also observed that, for equal percentages of 
manganese and sulfur in the initial charge, the final percentages of these 
elements in the ingot do not appear to have been influenced in any great 
measure nor in any systematic manner by the direction from which 
equilibrium is approached. 

The authors state that this work was carried out to confirm the results 
of Rohl. Inasmuch as reversibility was observed, it is to be inferred that 
they consider the data of the paper under discussion a corroboration of 
the validity of Rohl’s conclusions in contradistinction to the findings of 
McCance, who has held the reaction to be substantially irreversible. 
As a matter of fact, prior to the work of the authors, experimental data 
of the direct sort yielded no reliable criterion in favor of the existence of 
any substantial or practically important degree of reversibility. In so 


ee 
* Research Metallurgist, Union Carbide & Carbon Research Laboratories, Inc. 
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far as indirect data were concerned, by far the greater weight of evidence 
inclined toward two conclusions: (1) That the reaction proceeded toward 
the right to practical completion in the ideal case of the three-component 
system Fe-Mn-S with iron in large excess; and (2) that the presence of 
oxygen as a fourth component was responsible for that apparent reversi- 
bility which occurs to so marked a degree in ordinary steel practice. 
Recently I had other occasion to refer to this general subject,* so that 
repetition is unnecessary. The present paper brings forward the first 
reliable evidence of a direct sort to support the view that the reac- 
tion in question is reversible; credit for this accomplishment belongs 
to the authors. 

Taking for granted the reversibility of the reaction, the next important 
step is to determine the equilibrium constant. If this constant is deter- 
mined, we have a quantitative measure of the extent to which the reaction 
is reversible and a simple method for computing the final distribution of 
sulfur in its combination with iron, on the one hand, and manganese, on 
the other, for any given composition of iron or steel. Also, if the true 
solubility of manganese sulfide as such in liquid steel is known, final equilib- 
rium within the molten metal for any given initial charge composition 
may be deduced. 

Fortunately, it is possible to calculate the equilibrium constant, and 
also the solubility of manganese sulfide, on the basis of the analytical 
data obtained by the authors. The method of calculation employed is 
simple but would appear to be new, in metallurgical calculations at least. 
Consider the reversible reaction 


FeS + Mn = MnS + Fe (1) 


to obtain in molten steel as solvent. As was actually the case in the 
present investigation, assume that the liquid is saturated with manganese 


sulfide. ‘Take any two experimental runs, say runs 2 and 4: 
Let, 
u; = molal percentages of iron sulfide at equilibrium in run 2; 
m = molal percentages of dissolved manganese sulfide at equilibrium 
in run 2; 
x; = molal percentages of ‘free’? or uncombined manganese at equi- 
librium in run 2. 


Let uz, m, and x2 represent the corresponding values in the case of run 4. 
Now the molal percentages of total manganese are equal to 0.645 and 
2.85 and total sulfur to 0.637 and 0.400 for runs 2 and 4, respectively; 
then, 

21 +m = 0.645 (2) 
and m + u, = 0.637 (3) 


8 Trans. (1923) 70, 221-23. 
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Similarly, 
ve + m = 2.85 (4) 
and m + U2 = 0.400 (5) 
Also, from the law of mass action 
Riu = Cots = CF (6) 


where C is a constant. 
Solving the five equations for the.five unknown quantities involved, 


UU = 0.267, x, = 0.275, we = 0.0295, xe = 2.48, and m = 0.370. 


These values are expressed in terms of molal percentages for the 
liquid phase at equilibrium, which equilibrium is supposed to be fixed, or 
“frozen,’”’ by the rapid chilling of the small ingots and thus preserved in 
the solidified melt. 

The data on runs 2 and 4 lead directly to the conclusion that the 
molal ratio of manganese sulfide to iron sulfide at equilibrium is equal to 
1.4 and to 12, respectively, for runs 2 and 4, and that the actual molal 
percentages of iron sulfide are equal to 0.27 and to 0.03, respectively. 
The molal percentage of manganese sulfide is, in both cases, equal to 0.37, 
which also represents the solubility of manganese sulfide in the melt. 
The value for C, the constant of equation (6), is equal to 0.0732. This 
constant is closely analogous to the “‘solubility product”’ of Nerst, which 
has been so useful in interpreting the behavior of ionized salts in 
aqueous solutions. 

It is now possible to calculate the value of the equilibrium constant K 
for the reaction of equation (1). For practical purposes the molal per- 
centage of iron is constant and may be placed at 98.0 (actually it is equal 
to 99.00 for run 2 and to 96.95 forrun 4). Then, 


K = = 496 (7) 


Values for the constant m, C, and K have been similarly calculated 
from the data of several other pairs of runs. The results are shown in the 


table below: 


Source op DaTa m 6} K 
Teena; a wayG PE ee Be oes none e ches Clore her ecneeae eter GPA 0.0130 3970 
UNIS ROMANIA Mra es co termes cients ts oe eieke peat hs ys 0.370 0.0732 496 
IIMS ORATICS (Non Cice omer con nee ee eke sian On272 0.1665 160 
RING AnGeA wee rey ee Ae ote ee ete | 8 O1-250 0.3895 63 


Of course, if the experiments of the authors had been carried out under 
ideal conditions, the values for m, C, and K should be constant throughout 
the series and independent of the particular set of data selected. 

It is not possible to state whether or not the inconstancy of m, C, 
and K is due chiefly to the combined effect of variability of temperature, 
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analytical and sampling error, and failure to attain equilibrium. It 
is to be hoped that the work of the authors will be repeated in an effort 
to obtain greater refinement of method and to avoid, as far as practicable, 
the above-mentioned sources of possible error. The above-described 
method of calculating the equilibrium constant now supplies a criterion 
for evaluating experimental accuracy and reliability of technique. 

Examination of the calculated values in the preceding table leads to 
the conclusion that the author’s data, while valuable from the qualitative 
side, are not sufficiently exact to permit of a reliable quantitative estimate 
of the value of the equilibrium constant. There would appear to be a 
decided tendency for A to decrease in magnitude with increasing per- 
centages of manganese. This consistent drift toward lower values of 
equilibrium constant may be due either to an effect of uncombined man- 
ganese in decreasing the solubility of manganese sulfide, or to the presence 
of emulsified manganese sulfide under equilibrium conditions. The 
latter appears to be the more probable. 

Let us suppose that another reversible reaction of analogous character 
and represented by the equation 


Mn + FeO @ MnO + Fe (8) 
obtains in the melt. With the percentages of manganese actually present 
in these runs, it is certain that the steel would be saturated with MnO 
at equilibrium. 

Let, u’ = molal percentage of dissolved FeO; 
x = molal percentage of uncombined Mn; 


m’ = molal percentage of dissolved MnO; 
then 
K! 98.2 m’ 
Ne onal (9) 
and 
Ca (10) 


Where A’ is the equilibrium constant for equation (8) and C’ its “solu- 
bility product.” From (7) and (9), 
u mi’ 
fie age constant (11) 
In other words, the molal percentage of dissolved iron sulfide, FeS, 
must bear a constant ratio to the molal percentage of dissolved iron 
oxide, FeO, under the conditions of these experiments; 7.e. when the melt 
is saturated with respect to both Mn§$ and MnO. This fact indicates, 
incidentally, how difficult it is to consider the sulfur-binding power of 
manganese apart from its concomitant effect on any oxygen that may be 
present. Obtainment of values for the equilibrium constant for equation 
(8) and the solubility of manganese oxide is theoretically possible by 
means of a calculation of the same type as that already applied to equa- 


DISCUSSION 547 


tion (1). The only additional datum required is the total molal per- 
centage of oxygen dissolved at equilibrium in the melt in the form of the 
oxides of iron and manganese. By an obvious alteration of the method of 
calculation, a knowledge of the molal percentage of oxygen existing in 
solution as iron oxide would serve as well. * 


H. 8. Rawpon,* (Washington, D. C.).—The photomicrographs show 
somewhat more than the author has-pointed out and help to confirm his 
conclusions based on other evidence. Fig. 1 represents a heat in which 
manganese was relatively low. The manganese content is increased in 
runs 2 and 3 so that Fig. 3 represents more nearly pure manganese sulfide 
than Fig. 1. We can state, with considerable assurance, that in Fig. 1 
we have ferrosulfide, from the form of distribution in those inclusions. 
It is well known that iron sulfide exists in steel as thin intercrystalline 
films. As the manganese content was increased, therefore, iron sulfide 
changed over into manganese sulfide, and the thin films were changed 
into the well-formed globules in Fig. 3, which condition is quite generally 
considered characteristic of manganese sulfide. I do not quite under- 
sand why one should get a duplex structure in Fig. 3. It is clearly 
shown that there are two constituents especially in the large globule. 
That may indicate that instead of the iron and manganese sulfide forming 
a true solid solution they separate out as more or less distinct phases. 


C. H. Hertry, Jr.—I think very probably that is true although there 
is a small amount of iron sulfide in Fig. 3. Possibly two phases separate 
out. We were not able to check that. 

T. L. Josern,t (Minneapolis, Minn.).—The desirable thing in this 
case is to drive the reaction toward the formation of manganese sulfide. 
It is important to remove that manganese sulfide as quickly as possible. 
The solubility of manganese sulfide will affect this but I think the compo- 
sition of the slag over the bath is very important. By providing the 
proper slag the manganese sulfide can be removed from the reaction. 
This will further desulfurization. 

C. H. Herty, Jr—Where we had a very small amount of manganese 
sulfide, if the sulfide were increased we would have gotten much less 
desulfurization for a given amount of manganese. 


Haakon Sryrt{ Philadelphia, Pa.—Calling attention to the equilib- 
rium reaction between manganese, oxygen and iron, it seems logical to 
assume similar relations if in such reaction sulfur replaces oxygen, except 
that sulfur and manganese may react with only one atom each. The 
relation between oxygen and manganese in molten iron can be represented 


* Physicist, Bureau of Standards. 
+ Metallurgist, Bureau of Mines. 
+ Chief of SKF Research Laboratory. 
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graphically on semi-logarithmic scale by two straight lines, the abscissa 
giving the concentrations; the ordinate, the log of the dissociation pressure 
as shown, where lines intersect the abscissa give corresponding equilib- 
rium concentrations of oxygen and manganese. 


e\percent 1.0 percent 
Concentration of Mn,0,S, 


Fig. 4, 


We can draw lines for sulfur and manganese and we must have a 
similar relation; the ordinates start at some arbitrary point. Taking the 
manganese concentration as a base and plotting the corresponding sulfur 
concentrations from the data in the paper, it will be found that they do 
not fall on a straight line. This may be due to having different tempera- 
tures for the various experiments, or insufficient time in some, or even 
different composition of the slag. 
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Reduction of [ron Ores by Carbon Monoxide 


By Hermacut Kamura,* M. §., Topata-Sar, Fuxvoxa-Ken, JAPAN 


(New York Meeting, February, 1925) 


THE reduction of iron oxide, such as Fe2QOs, to iron in the blast furnace 
is performed principally by carbon monoxide, but partly by solid carbon 
by the two following reactions: 


FeO; + ZOO =— JHE + 38COz 
2Fe.03 ok AG = 4Fe + 3CO. 


It is known that reduction by carbon monoxide takes place at a much 
lower temperature than reduction by carbon and that the reducing action 
of carbon monoxide progresses to the inside of the ore in lump form by 
gaseous diffusion. In the reduction by carbon, however, the reducing 
action takes place only at the contact surface of the ore and carbon, so 
that the more complete the reduction by carbon monoxide, the more 
efficient is the operation. 

However, the reduction does not progress as shown in the foregoing 
equation, because carbon dioxide acts oxidizingly on the metallic iron to 
such a degree that when the gaseous composition reaches a certain pro- 
portion of carbon dioxide to carbon monoxide, the reduction practically 
stops, even though the gases are moving slowly through the heated ore. 
The proportions of carbon monoxide and carbon dioxide in the gas depend 
on the kind of iron oxide and the temperature of reduction, also on the 
duration of time in the reaction. The longer the time of the reaction, 
the higher the proportion of carbon dioxide obtained in the gas, but 
finally it will attain to a condition of equilibrium. 


CuemicaL Equiuiprium oF IRoN, OxYGEN, AND CARBON 


Investigations concerning the equilibrium between iron, oxygen, and 
carbon have been carried out by E. Baur and A. Glaessner,! who deter- 


* Metallurgist, Meiji Mining Co. 
1 Ztschr.Phys. Chem. (1903) 43. 
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mined the equilibrium conditions of the two reactions within the tem- 
perature range of 350° to 900°C. 


Fe;0, + CO @ 3FeO + COz (1) 
FeO +COz2@ Fe +CO: (2) 


Next investigations were made by Schenk and Heller,? and by 
Schenk, Semiller and Falcke* within the range of 550° to 700° C. 
Recently Professor Matsubara‘ has thrown light on the equilibrium at 
higher temperatures. 

The total equilibrium between iron, iron oxide, carbon, and the two 
gaseous oxides, carbon monoxide and carbon dioxide, is represented as an 
equilibrium of a three-component system (C, Fe, O) with the simultane- 
ous presence of a four-phase (Fe, FeO, C) gas. According to the phase 
rule, such a system must have one degree of freedom; the equilibrium is 
univariant. Therefore at a definite temperature, the pressure and the 
concentration of gas will be fixed. However, when there exist only three 
phases of iron, carbon and the gaseous phase, the equilibrium will be 
bivariant. If the temperature is fixed, the pressure and the concentra- 
tion of gas will vary and it cannot be brought to the equilibrium condi- 
tion until one of the phases is fixed. The equilibrium condition in the 
chemical equations (1) and (2) is called, respectively, Fe;0,-FeO and 
FeO-Fe equilibrium. When the reduction progresses the following 
Fe—Fe;C and FeO—Fe;C equilibriums will exist: 


3FeO + 5CO & FesC + 4CO2 (4) 


The composition of the gaseous phase in the four equilibriums given, 
which has been obtained by the investigators named, is as follows: 


FesO4-FeO Equilibrium 


FeO—Fe Equilibrium 
Temperature, = 
Degrees C. 


Per Cent., Per Cent., Per Cent., | Per Cent., 
Oa | co co CO2z 
- —_ = $$$ _—____ = — a —— = 
561 | | 53.6 46.4 
627 43.5 56.5 57.0 43.0 
662 39.7 60.3 58.4 41.6 
720 35.2 64.8 60.7 39.3 
863 25.5 74.5 65.9 34.1 
963 20.4 79.6 | 69.2 | 30.8 
1070 16.4 83.6 | 72.4 | Pade 
1175 15.2 84.8 | 75.5 | 24.5 
| i 


2 Ber. (1905) 38. 3 Ber. (1907) 40. 4Trans. (1922) 67, 3. 
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The percentages of CO in FeO-Fe;C and Fe-Fe;C equilibrium are 
as follows: 


ee 


Cpe: Oe eee teeco | Teer Ceneco 
4 _ ee — ~— — — = =— — ~~ ———— so : 
800 86.0 92.3 
850 88.6 94.5 
900 oe 95.4 
1000 92.9 97.0 
1100 95.6 98.9 


In Fig. 1, the curves indicate the composition of the gaseous phase 
against the temperature in the equilibrium conditions. The total 
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equilibrium condition in definite temperature between Fe, FeO, CO, 
and CO:z is represented by the curve A in Fig. 2. On the left-hand side 
of the line, the metallic iron is oxidized to FeO, and on the right-hand side 
the reduction of FeO takes place. Curve B is the equilibrium in definite 
temperature between FeO, Fe.O;, CO, and COz; also C is the equilibrium 
between amorphous carbon, CO, and CO,:. At the intersection of the 
curves are the two equilibria between Fe, FeO, C, and two gaseous oxides. 
Each field between the lines has the following meaning: 


Field I,2CO—-C + CO. FeO + CO —Fe + CO, 
Field II,2CO—C + CO: Fe + CO.— FeO + CO 
Field II’,2CO—C + CO, FeO + CO2 — Fe;0,4 + CO 
Field III, C -+ CO:,— 2CO Fe +CO,.— FeO + CO 
Field III’, C -+ CO:,— 2CO FeO + CO: — Fe;04 + CO 
Field IV, C + CO:— 2CO FeO + CO > Fe + CO» 


When Fe, FeO, C, CO, and CO, coexist, the reduction of FeO to Fe 
takes place in the fields I and IV. In field I, metallic Fe and C can 
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coexist; and in field IV, CO gas will be generated by the reduction of 
fine carbon. In fields II and II’, C and FeO or C and FeO with CO can 
coexist, respectively. However, in fields III and III’, C disappears by 
oxidizing action and FeO or Fe;0, respectively is stable. 


Percentage of CO ———_ > 
Migey, OF. 


Prorer TEMPERATURE FOR REDUCTION 


It has been understood that the oxide of iron can be reduced to the 
metallic state by carbon monoxide at a moderately lower temperature 
than in the blast furnace, considering the result of investigation of 
equilibrium. But from the technical standpoint, it is important to 
determine the temperature at which nearly perfect reduction takes place 
in moderate velocity. For this purpose, the author investigated the 
proper temperature of reduction on Mesabi hematite ore having following 
composition: 64.48 per cent. Fe, 4.56 per cent. SiO», 0.68 per cent. Als 203, 
0.059 per cent. POs. 

The ore passed through screens 30 to 50 meshes per linear inch. The 
carbon monoxide gas was prepared by passing the carbon dioxide on the 
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charcoal which was heated to about 1000° C. The small percentage 
of carbon dioxide in the gas was absorbed by KOH solution and the 
moisture in it was taken off by passing through concentrated sulfuric 
acid; then nearly pure carbon monoxide gas was obtained. 

The experiment of reduction was carriedton in a combustion tube 
heated in a horizontal type of electric-resistance furnace of nichrome 
wire, as in Fig. 3. The temperature in the furnace was measured by a 
Pt-Rh thermocouple. From 0.5 to 1.0 gm. of the ore was put into an 
alundum boat, which was placed in the middle of the furnace. Rubber 
stoppers, into which glass tubes with cocks were inserted, stopped both 


Mercur os 
Botte A 


> “Pyrometer 
lhigelo Ay 


ends of the combustion tube. The air in the tube was evacuated as far as 
possible before starting the experiment. When a desired temperature 
was obtained, the CO gas was passed into the tube for reduction. The 
gas, taken in a eudiometer after reduction, was analyzed and the weight 
of reduced sample also was measured. In experiments | and 2, the reduc- 
tion was carried on at 550° C. on 1 gm. of the hematite ore. After passing 
1000 c.c. of CO, there was from 30 to 40 per cent. of CO: in the gas after 
reduction and a great deal of carbon was deposited on the surface of the 
ore. This was due to the dissociation of CO by the following reaction, 
according to the catalytic action of iron oxide: 


2CO > C + COz 


In experiment 4, the reduction was done at 600° C. and 600 ¢.c. of CO 
gas was passed. The gas after reduction was analyzed in each 100-c.c. 
interval. The percentage of CO: in the first 100 c.c. of the gas was 
38.2 per cent., and in the last interval, 29.0 per cent. Some of the 
deposition of carbon was recognized and the diminution of weight of the 
sample was only 0.0336 gm. As reduction of iron oxide to the metallic 


on 
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state requires a higher temperature than the above, the following 
experiments at higher temperatures were made. 


OO Oo eer ees 


| Per Cent. of Reduction | Per Cent. of COz 
: Tempera- Volume'of |———— —— ae 7 = 
Number Weight of tusator CO Used, | 
f E i- S. le, | en From 
“ment | Grams | eee! | Centimeters | Weight of | es At Start | At Bnd 
| Reduced tion Gas | 
| | Sample 
= i i | 
8 1.0 700 ee 0 2a 64.2 | 63.0 44.4 16.4 
11 (0)43) 750 | 1242 87.6 | 85.0 } 40.0 14.4 
14 0.5 800 | 1020 Bh 58 6) S720" We ies feb 
16 0.5 | 850 | 1300 93.5 94.0 | 37.0 4.0 
17 0.5 900 | 1300 | 98.3 98. 0 Caen 2 4.6 
18 0.5 600 | 649 50.7 49.0 | 30.0 9.2 


The time of reduction in these experiments was from 1 to 2 hr. The 
percentage of reduction was calculated from the diminished weight of 
the sample and also from the weight of O2 combined with CO forming CO»; 
the two results nearly coincide. 

The results of the experiments show that the percentage of reduction 
at 600° C. was only 50 per cent. passing 600 c.c. of CO, and that if the 
reduction was carried farther, the carbon would deposit on the sample 
without any more reduction, as in experiment 4. 

If the reduction temperature was higher than 600° C., the percentage 
of reduction was increased gradually by raising the temperature. For 
instance, at 700° C. it was 64.2 per cent., and at 800° C., 85.9 per cent., 
for about the same volume of CO. It iner Oca to 93.5 Baer cent. at 850° C. 
and to 98.3 per cent. at 900° C. with the same volume of CO. At 900° C., 
nearly perfect reduction was obtained by 1300 c.c. of CO at standard 
conditions. Therefore we would say that the reduction of hematite to 
metallic state will take place at 900° C. at moderate velocity. 


Rats or RepucTION ON DIFFERENT Sizes OF ORE 


As the next step, experiments were made at a temperature of 900° C. 
on two sizes of Chushu hematite to detect any influence on the velocity 
of reduction by the size of ore; the ore analyzed as follows: 


Size of} Ore, | Feas | Feas | Total | Cao, 8, P, 


Mathes” | SiOs, | Mn, | Als, 
: | : Fesz04, | FeO; 1 | Per 3 
Dont evens | Gent. Baan Mor Genk Per Cent.| | Cent. | Gents Ga, | hse | oe 
ats IF 28 a dl) oe Al ee ae eo <4 See [pe | 4 
| | | 
10-20 | 10.9 | 11.886) 48. 524, 60.410, 0.30 | 0.027 | 0.005 ! 0.338 | 0.76 
20-30 | 9. 68 | 12? be 48. 834, 61. 530, 0.38 | 0.033 | 0.005 | 0.297 ; 0.88 
| | | | | | 
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Some of the results were as follows: 
$$ SSSSSSSSsSSSSSSSSSSSSSSSS 


a es Time of Reduction | yeas of Per Cent. of Reduction 
ize of Ore, ne , 3 
Bxperiment | Meshes per | | Redustion, |= 
| Linear Inch | Wavze Siete || SGHSE By | By O2 
| | | Centimeters | Weight |Formed CO2 
— l — 7 = — = ——— —— 
5 20-30 See s80i eis eso7. 5 9i) 193.9 
i 


10-20 | 2 30° ; 1198 95.2 | 92.9 


After reduction the gas was analyzed at intervals and the curve shown 
in Fig. 4 plotted for the volume of CO used and the percentage of reduc- 
tion calculated from the O, taken off by CO as CO». There is no evidence 
in these curves that the size of ore has any influence on the velocity of 
reduction. The ore in experiment 7 was larger than that in experiment 
5, but the reduction progressed at nearly the same ratio against the 
volume of CO passed in the two cases. 
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From these experiments it was decided that larger ore could be used, 
so the reduction of Santo hematite was tried. This ore passed through 10 
to 4 meshes per linear inch and had the following composition: Fe 67.165 
per cent., SiO» 3.08 per cent., AlxO; 0.96 per cent., CaO 0.432 per cent., 
Mn 0.153 per cent., MgO 0.145 per cent., P 0.038 per cent., S trace, 
H;0O 0.10 per cent., ignition loss 0.84 per cent. 

In these experiments, the weight of ore was much larger than in the 
previous experiments, and it required a much larger volume of gas, SO that 
the author devised a system of gas circulation: The gases, which after 
reduction have some COs, are circulated again into the red-hot charcoal 
to reduce the CO. to CO. The circulation of the gases is maintained 
continuously to the reduction furnace until the experiment is finished. 
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A diagrammatic sketch of the arrangement is shown in Fig. 5. It 
differs from the arrangement shown in Fig. 3 by placing a blower 
between the gas-generating furnace and the reduction furnace and an 
aspirator at an end of system to take the volume of increased gas, 
which is indicated by the pressure in the eudiometer. 


Reduction, 
Furnace 


,Mercur 
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Some of the results of these experiments are as follows: 


Time of Reduction | eee oe | Per eae Re- | per Cent. 
Wielghtiok | 2 ts es = 5 ae, | ee ea of CO: in 
Number of Sample j | ; =| Gas at 
Experiment Grams’ | | | Total | By By rt of 
Hours | Minutes Per con Gente | Aoaly ysis | Weight hore 
| | 
See re eS | eee | <n) fee! onal 
27 20 | 80. 598 88.021) 91.6 | 91.4 9.4 
28 30 5 10 | 78 831) 82. 719| 95.3 | 92.4 4.7 
41 80 3 5 | 88 -900) 94.971) 93.6 | 90.75 | -4.9 
| 


In these experiments, fairly good results were obtained in spite of 
the fact that the ore was larger and in all cases the percentages of reduc- 
tion were over 90 per cent. In experiment 28, the time of reduction was 
much longer than in experiment 41, with the quantity of the ore smaller. 
This is why the volume of CO gas passed in No. 28, in unit time, was 
much smaller than in No. 41. 

Because quite good results in reduction of the ore, even with the size 
of the ore up to 4 mesh per linear inch, were obtained, the reduction was 
tried at 900° C. on larger sizes of Santo hematite, and the following results 
were obtained: 


— 
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Number | Weight of Time of Reduction | Analysis of Reduced Sample | Pe? eae oh Re- Bor coat 
of Experi- One Piece = Gas at 
poent pees . Fe Total F Cc B B Rae a 
Hours | Minutes Per Cent. | Per Cat Per Cent. Amalyeis Weight Gon 
id 
37a 2.5522 | 
37b 2.5261 1 LO 95.091) 96.505) 0.859 | 98.5 99.4 3.3 
37¢ | 1.7961 vo g 
38a 2.9833 
38b | 1.9900 1 35 | 95.798} 96.909) 0.369 | 98.8 | 98.4 1.6 
38¢ | 2.0167 | | | 
38d | 2.0147 | 
39a 10.5536 | | 
39b 8.1070 Saal GO 97.1 3.2 


In experiments 37 and 38, one piece of ore weighed 2 to 3 gm. and time 
of reduction was 1 hr. 10 min. and 1 hr. 35 min., respectively, without 
measuring the volume of gas. The size of ore was about 1 cm. Even 
in such a piece, nearly perfect reduction was obtained in a very short time. 


Fie. 6: 


Therefore, in experiment 39, the two pieces of ore being about 10 and 8 
em. and about 2 cm. in size, the percentage of CO: of 3.2 in the gas after a 
reduction for 3 hr. makes the percentage of reduction 97.1 per cent. 
The percentage of CO» in reduction gas decreased gradually when the 
reduction progressed. 

In these three experiments, when the percentage of COz in the gas 
became about 3 per cent., the reduction attained was nearly perfect. 
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Fig. 6 shows the piece reduced in experiment 39a and Fig. 7 is the 
photomicrograph of the same sample polished, and shows the spongy 
structure of the reduced iron. 


BiG. 7 


Rate oF REDUCTION ON DIFFERENT KINDS OF ORE 

There must be some difference in the rate of reduction, or reducibility, 
of different kinds of ores as all are of different natures, so seven kinds 
were used in this investigation. The ore was rather coarse as previous 
experiments had shown that there is not a marked difference in reduci- 
bility as to size up to a certain point. The ore was three to four mesh per 
linear inch, except the Sahinai magnetite which was four to eight mesh 
per linear inch, and the Wanisu magnetite sands. The analysis of the ore 
was as follows: 


aleu < fy 5 i ; 43 = a & 
g/8 lo (2 12 le 1 eae la lela. 
Bae ee can Pee eee sr ngs |e neki 
- q = eS Sli ne ase all rene! B parle [il econ 
Kind of Ore ® | go ® | fy o | & ® A, © eel peered. |), 8S) 
Par OO ee Oy lee aS res |) ee asa a s Pa me oy acl dex by 
Oo | aH bu aa 3a ot ‘oi = & as | o 
acs aa, oA, oo ony ite) ie) 3 e 2 & & Pe a 
oie |e cy = | a wa < od Blala la | w 
Taihei limonite....... 0.38/12.60 155.29) 4.94) 5.02) 0.60 1.380.15)0.94| 1.07 
Taiya hematite....... 4,25) 4.52 55.12/59 .64) 5.50) 2.70) 0.49 0.290.3510.04, 0.12 
Santo hematite....... 0.10 0.84 167.16, 8.08, 0.96, 0.43 0.150.150.04/Trace 
Tochu hematite...... Neate) OA EY 59.70|62.02) 6.34] 1.04) 0.42 0.120.150.04) 0.01 
Sahinai magnetite.... 49.50 3.45)52.95) 9.62; 1.56) 5.62 0.170.03) 0.09 
Rigen hematite...... | la @il 56.21/57 .82)15.86)Trace Trace 0.040.01'Trace 
Wanisu magnetite | | | | | 
BANOS yaeteisianeruote 21.08 1\52.74/15.65 10.50 
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The experiment of the reduction was made by the equipment shown in 
F ig. 5. The weight of the ore, takenin the tube, was 100 gm. and ores, like 
Taihei and Taiya, that contain some combined water were Brendes 
roasted. The typical results of reduction for each kind of ore are given 


in the accompanying table. J 
a | RT a 
| Oe, : a “ | Per Cent. of Reduction 
Num-_ | Weight | Vol- | Velocity | — - - 
ber of | ered ct of Re-. |———_——_| ume |! of CO | 
Experi- | ind of Ore duced | CO | Passed, By By O2 
ment coer | Min peed: i GaG. By | M. Fe Pormed 
| x 8 [iss = S| i i 
| } Hours utes gene a Min, Weight | Awalge with 
sis Co 
aie | ee ea) ae aie 
oh Taihei Meveiane ie ereeeTer | 72.5300 3 15 173.660 890 96.4 95.0 | 95.0 
73 | ABA Varin rclevs ince 74.0056 4 | 0 {173.870 725 99.8 88.8} 93.6 
88 | DANO see tee 70.1668 4 | 45 |238.790) 838 96.8 93.6 96.0 
94 | Tochu. emake trate S 71.6750 4 30 248.300 920 94.9 91.5 91.5 
90 Sahinai a Cerca oil | 82.8500 4 55 |199.361 676 SAS ea aoe 85.9 
89 RAICeni ere ea eee eS. 4 | O /221.982 925 82.5 82.0 81.3 
79 Wanisu magnetite i | 
sands (50 gm.).. | 41.7065 5 0 109.816 732 90.5 | 75.0 Gare | 


With the Taihei, Taiya, Santo, and Tochu ores, a reduction to metallic 
state of over 90 per cent. was obtained by passing from 725 to 920 
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ce. c. per min. of CO gas, but in the case of Sahinai, Rigen and Wanisu 
magnetite sands, the velocity of reduction was much slower. The 
percentages of reduction are calculated in three ways; and all the results 
nearly agree with each other, with the exception of Sahinai magnetite 
and Wanisu magnetic sands. 

The curves in Fig. 8 are plotted, taking the volume of CO gas in 
standard condition as ordinates and the percentage of reduction as 
abscissas, to compare the reducibility of the seven kinds of ore. For 
this purpose it is necessary to keep the volume of gas constant for a 
certain unit of Fe content in the sample. It was not possible to keep the 
velocity of gas constant, but roughly so. To make the comparison more 
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accurate for different ores, in the curves, the volume of CO gas is calcu- 
lated based on the one atomic gram of iron content (56 gm.) in each ore. 


RELATION OF Repucrprurry AND DENSITY OF ORE 


The difference in reducibility of different ores is shown by the curves 
iHig.68. ‘Taihei limonite is most easily reducible and the Wanisu 


HG On 


magnetite sands are most difficult to reduce. A reduced iron from 
Taihei limonite is shown in Fig. 9. This experiment was made on 100 
gm. of ore in the combustion tube, the sample filling it about one-third of 
its diameter. After reduction, the tube was filled by a reduced spongy 
iron, by expansion as shown. Generally speaking, the ores expand more 
or less by the heating in reduction and they do not shrink to the previous 
size, owing to the combined oxygen with iron taken off during the reduc- 
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tion. In the case of limonite, the whole combined water with Fe.03 
dissociates during the heating, say 500° C., so that the heated ores assume a 
very porous state. As a result, the gases would diffuse into the ore 
very easily and the reducing action of the gas takes place more rapidly. 
This is the reason why Taihei limonite is easily reducible. 

It was thought that the physical properties of the ore might have a 
large influence on the reducibility, that. there must be some relation 
between reducibility and density of the’ ore for reduction in different 
kind of ores. The apparent specific gravity, therefore, was measured for 
the seven kinds of ores used in the experiments just described. 


4 | - Apparent 5 
Kind of Ore "ba Cont | Por Gant. |  fpecite | Meg Speci 

Tie. Sa ee | 55.29 | 3.25 3.956 
ici Ae ae ee oe aa eee 59.64 | 3.80 4.426 
Ikea eae pare ae | 62.02 4.38 4.492 
Sato Seer he as a ee. 672550” | 4.53 4.743 
GSTS ee oe ee Oh, eee S505 | 4.56 4.616 
i ee Os A ae ee ee ee 57. 82 4.57 4.511 
AIVGHTGTG (DIG. 3 5 Np ee | AO G3 mel 10.50 4.900 


Comparing these specific gravities of the ores and their reducibility 
in the curves in Fig. 8 will show that the order of reducibility of ores 
nearly coincides with their specific gravity. The smaller the specific 
gravity, the more easily does the reducing action take place. The only 
exception is in the case of Santo ore, which has heavier specific gravity 
than Tochu ore, but its reduction is easier than the latter. This is why 
one does not take account of the iron content in the ore. Strictly speak- 
ing, we should compare the specific gravity of iron oxide in the ore, but 
it is impossible as the ore contains some gangue. If we assume that 
the specific gravity of the gangue, like Si02, Al,O3, CaCOs, is 2.7, by calcu- 
lation the specific gravity of the iron oxide in the ore will be as follows: 


| 


As Fe | Apparent 
Kind of Ore ree Gasth | Oxide, | Fess TiO: eneue: Specific 
Mah eleermn cyte Sees ae leeiensr 55.29 78.99 21.01 3.42 
Salva eeerener. cau ale DO.. OF 84.98 15.02 3.99 
PROCIUIRerceas eesty se aco ar 62.02 88.54 11.46 4.60 
ROLE OY OG xnsiate Kini ae chon eae 67.55 96.46 3.54 4.60 
SHAMIM ln o6 5 aoebo aoe a ter 52.95 73.29 26.71 5.23 
REAM G ho soco seep e noo GOUe 57.82 82.45 17.55 4.97 
\WV GROVE ha oo ome seer eviatel ostats 49.63 78.38 21.62 5.50 
ee —————————_E—— 
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Here the specific gravities of Tochu and Santo ores are the same, but 
Santo ore is easier to reduce than Tochu. The reduction of Rigen hema- 
tite is very difficult, considering its specific gravity; this is probably due 
to the degree of crystallization. Comparing the specific gravity in the 
table and the reducibility, we can say that there is a definite relation 
between specific gravity and reducibility; also, that the higher the 
degree of crystallization of the ore the more difficult the reduction will be. 


Size oF ORE FOR REDUCTION 


As fairly good results were obtained in from 3 to 5 hr., in the reduc- 
tion of ore up to 3-mesh, further experiments were made to find the 
maximum size of ore allowable for reduction in a certain time. It is 
difficult to express the size of the lump ore by length, so it is designated 
by weight. 


| Time of Reduction Velocity | woirht of ae se” 
Neg e | | sind ot Ore | Sat GE reo dae ae 
lane | Hours | Minutes Ue. Bee Grams lated by 
| eight 
“ba IMMNMie are diaoceaeiee an 41.4165 29.3000; 97.9 
FOL MMTochu aie eee 43.2600 7 00 31.5400 87.4 
83 |Tochu 2 pieces......| 69.2150 5 15 798 49.4490) 95.5 
84 |Taiya 3 pieces....... 91.6981 4 55 780 | 65.5035 | 93.9 
85 Marya pieces een 42.3030 3 45 1134 | 30.7890| 87.5 
86 Taiya 3 pieces....... 106.3227 3 20 1021 | 76.3293] 91.8 
94 |Taiya 1 piece....... | 39.3028 1 30 2720 | 28.3921| 89.3 


The velocity of gas was calculated on the basis of 100 gm. of ore. In 
experiment 70a, the sample placed at the inlet side of the gas was nearly 
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Viet, il(0), 


reduced. In No. 83, two pieces of Tochu ore were reduced during the 
5 hr. with a gas velocity of 798 ¢. ¢. per min. and 95.5 per cent. of reduc- 
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tion was obtained. In No. 94, the gas velocity was increased to 2720c. c. 
per min. and in 1!¢ hr. 89.3 per cent. of reduction was obtained. Fig. 
10 shows a piece of reduced iron from experiment 83 that was broken into 
two pieces. A dark spot, in the center, shows that some unreduced FeO 
still exists. ¥ 


CONCLUSIONS 


From this investigation, the following conclusions were drawn: 

1. The proper temperature for reduction of iron ores by carbon 
monoxide gas depends on the physical properties and the chemical 
composition of the ore. In the case of limonite or hematite, it is about 
900° C.; in the case of magnetite or magnetite sands, slightly higher 
temperatures are needed. 

2. The difference in reducibility of the ores depends mostly on their 
physical properties. The denser the ore, the more difficult is the reducing 
action of gas as the diffusion of gas will be slower; generally, the density of 
an ore will indicate its reducibility. The degree of crystallization of the 
ore, also, has much influence on the reducibility. 

3. The time for reduction will be determined by reducibility, size of 
ore, and volume of CO gas passed. In these experiments, nearly perfect 
reduction was obtained in from 2 to 3 hr. on the 1-cm. size of ore, using 
the proper volume of gas. 

4. The finer the ore, the easier the reduction, but it is better that 
the ore have some size to a certain extent as the gas diffuses easily between 
the particles of the ore. In the experiments, reduction was tried on the 
ore up to 40-gm. pieces (1by 114 in.). The time required for the reduction 
was from 314 to 5 hr. in the 1-in. size of ore, and from 2 to 3 hr. for ore 
under 14 in. in size. 

The blast furnace is pre-eminently the most economic iron producer 
today and its degree of efficiency has probably reached the highest point 
of development. Probably few devices have so closely approached the 
perfection of which, by their nature, they are capable. Fifty years ago 
nearly thrice as much fuel was often used as is needed today in the best 
blast furnaces. Nevertheless, blast-furnace operation is open to grave 
criticism. The iron is not only brought to the metallic state, which can 
be done at a low temperature as in these experiments, but the deoxidized 
iron is raised to a much higher temperature. This high temperature 
causes such strong deoxidation that other metallic and non-metallic 
compounds in the ore are reduced, the resultant iron being marked by 
impurities, such as phosphorus, silicon, manganese, carbon, etc.; also 
much more heat energy is needed for the operation. ‘This also necessi- 


tates secondary treatment in converters and open-hearth furnaces to 


remove impurities for refined steel. This procedure of making steel by 


carburizing iron in the blast furnace and then decarburizing it is illogical. 
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If the iron ores are reduced to the metallic state at about 900° C. by 
GO gas, as in these experiments, and the resulting spongy iron, without 
cooling, is melted down in electric furnaces, the steel may be made directly 
from the ore. The calculations made in this paper show that the theo- 
retical heat energy in this process is only one-half the theoretical heat 
required in the blast furnace. Assuming the same thermal efficiency in 
the two cases, in this process 0.5 ton of coal as fuel and 500 kw.-hr. for 
melting 1 ton of steel will be sufficient instead of 1 ton of coke per ton of 
pig iron in the blast furnace. 

It is reasonable to conclude that any process aiming at the produc- 
tion of iron or steel direct from the ore must take into account considera- 
tions that are of such great importance in iron metallurgy; viz., time and 
temperature of reduction and strength of reducing agent. 

Many proposals have been made for solving the direct-reduction 
process. But it is fallacious to reason that the process will not succeed 
because, in the past, usually ill-advised attempts have failed, have 
wasted much iron and more gold, and have used more fuel than the blast 
furnace—because the direct process in its infancy was weaker than the 
blast furnace in its perfection. The experimenters failed because they 
did not overcome obstacles, often unseen, not understood, serious, but not 
in their nature insuperable; they failed not because the direct process 
lacked capability but because it was difficult. 

To apply those fundamental principles determined in this research 
work for the development of the direct process demands a high degree of 
metallurgical and engineering talent and knowledge, and, just for lack of 
these, the direct process has failed in the past. But today our knowledge 
is greater and the amount of trained talent available for solving difficult 
metallurgical problems is incomparably greater than formerly, and both 
knowledge and the quantity of available talent are increasing rapidly. 
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DISCUSSION 


T. L. Josupn,* Minneapolis, Minn.—In his experiments, the author 
placed the iron ore in a small alundum boat, which was placed in an 
electric-resistance furnace, and the gases were passed over the small boat. 
By this arrangement there is not the contact between the gas and the 
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ore that would be obtained under conditions where the gas is forced 
through the ore. 

A number of years ago Doctor Eastman performed a series of experl- 
ments very similar to those performed by the author; he used a 1-in. pipe 
as a container, the pipe being in a horizontal position and rotated at a 
very low speed. Doctor Eastman found that there was very little differ- 
ence in the rate of reduction as he increased the depth of charge in the 
tube until the tube was entirely filled with ore, when the gas was forced 
through the ore and not over the top surface; under such conditions the 
rate of reduction almost doubled. As a result, I cannot agree with some 
of the conclusions in this paper. For example, the author concluded that 
the size of ore particles had very little effect on the rate of reduction; 
Doctor Eastman found quite the opposite. In his series of experiments he 
obtained data that led him to believe that the size of ore particles had a 
marked effect on the rate of reduction. 

There seems to be a slight inconsistency in the paper. On page 555, 
it states that there is no evidence in the curves that the size of ore has 
any influence on the velocity of reduction, while at the end of the paper 
one of the conclusions is that the finer the ore, the easier the reduction. 
It is also stated, however, that the ore should have some size in order that 
the gases may diffuse easily between the particles of the ore. 


R. Francuot,* Washington, D. C.—It is stated among the conclusions 
that the theoretical heat energy required in the process is only half the 
theoretical heat required in the blast furnace. This immediately raises 
the question: What is the theoretical fuel requirement in the blast 
furnace? Again, in the presentation of the paper it was stated that less 
carbon is required to reduce iron ore with carbon “‘directly,” as it was 
expressed, than with carbon monoxide. These statements may be 
seriously questioned. 

The latter statement seems to be based solely on the chemical equa- 
tions on the first page of the paper; it may be pointed out that these 
equations take no account of the heat relations. According to Richards, 
the dissociation of hematite involves an absorption of 1746 calories per 
unit of iron. If the reduction takes place with conversion of solid carbon 
to COs, the oxidation of 0.16 units of carbon per unit of iron supplies 1296 
calories, leaving 450 calories per unit of iron to be otherwise supplied. 
The deficit of heat per pound iron is equivalent to 0.18 Ib. carbon with 
cold air, or 0.14 lb. carbon with the usual hot blast, burning to CO undcr 
blast-furnace conditions. 

On the other hand, the reduction of hematite by CO with formation of 
CO., although it requires 0.32 Ib. carbon as CO, is exothermic, the oxida- 
tion heat being 1814 calories against 1746 calories absorbed. If the CO 
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is formed from cold air, the heat developed thereby is 777 calories per unit 
of iron; and with hot blast, 1024 calories, this heat of CO formation being 
available for melting iron and slag, calcining limestone, ete. With a 
usual slag ratio of 50 and 45 per cent. stone, the purely heating work may 
be estimated at about 800 calories per unit iron, and it appears that the 
heat of formation of the CO required for reduction is equal to the heat 
absorbed in the work other than reduction. From a broad point of view, 
therefore, it appears that the theoretical fuel requirement in the blast 
furnace may be taken to be about 14 lb. of carbon per pound of iron, 
assuming reduction by CO and about twice this figure if reduction is to 
be effected by the so-called ‘“‘direct’’ oxidation of carbon to COs. 


Rap H. Sweerser,* Columbus, Ohio.—I agree with the statement 
that it is a waste to use fuel to put carbon into pig iron, and then use more 
fuel in the open hearth to take the carbon out. There has been no 
authoritative statement as to how much fuel it takes to make a ton of pig 
iron, nor as to how much carbon there should be in pig iron. 

No one has yet given a satisfactory answer to the question, how much 
carbon do open-hearth men want in the pig iron used in making open- 
hearth steel? If an open-hearth man is asked how much carbon he wants, 
he will say, “‘The usual amount.’ He will tell you exactly how much 
silicon, phosphorus, and manganese he wants and he will say that he 
does not want any sulfur at all; but he does not seem to know how much 
carbon he wants. 


C. H. Herry, Jr.,j Lackawanna, N. Y.—The amount of carbon an 
open-hearth man wants in the pig iron depends on three or four factors. 
First, the ratio of scrap to pig he is going to use; second, the amount of 
silicon, phosphorus, and sulfur in pig iron along with the carbon. For 
instance, with very little silicon and high phosphorus and high sulfur, 
high carbon is desired because when the pig melts down the silicon is 
taken out of it. If the pig is low in carbon, the phosphorus may not 
be removed because the excess iron oxide over that required to take care 
of the silicon is going to attack carbon, and you are going to melt low in 
carbon. On the other hand, with high silicon and low phosphorus and 
low sulfur, the pig iron can have much lower carbon; silicon takes 
most of the iron oxide and the low phosphorus and low sulfur do not 
need it for their elimination. The impurities in the pig iron and the 
type of process being worked as much as anything must also be taken 
into consideration. 

Ratpw H. Sweerser.—With high sulfur and low phosphorus you do 
not want much carbon. 
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C. H. Hurry, Jr—For a given silicon content of the iron, with high 
sulfur and high phosphorus you want high carbon; with low sulfur and 
low phosphorus, just the opposite. With either one low and the other 
high, you want to strike a mean between low and high carbon. 


H. Kamura (author’s reply to discussion).*—As to the statement of Mr. 
Joseph concerning the effect of the size of ore on the rate of reduction, I 
would say that there should be a marked difference in the rate if you com- 
pare the rate between fines and lumps; but in the case of small differences 
in size, as between 30 and 40 meshes per linear inch, the size of the ore 
particles will have very little effect on the rate of reduction. Of course, 
it is necessary in this comparison to use the same volume of the gas for 
reduction per unit weight of iron content in the ore. 

As to the theoretical fuel requirement in the blast furnace; that is, 
the theoretical amount of heat required in the blast furnace, I would 
say there is no definite amount of heat required per ton of pig iron pro- 
duced. The amount is dependent solely on the condition of the blast 
furnace itself; vzz., composition of the ore used, composition of pig iron 
made, and all the conditions of working, ete. But we can say, in the 
usual working of the modern blast furnace using the ores that contains 
about 50 per cent. of Fe, the heat value in the fuel charged in the furnace 
will run from 3,300,000 to 3,500,000 calories per metric ton of pig iron, 
according to the heat balance of the blast furnace. From this basis, 
the theoretical requirement of heat in the process that I have calculated 
will be about half the heat required in the blast furnace. JIadmit that 
the amount of carbon required to reduce iron oxide with carbon “‘directly”’ 
will be less than with carbon monoxide, not only as based on the chemical 
equations but as based on the heat relations in two thermal equations: 

1. Reduction with carbon, 

2Fe.O3; + 3C = 4Fe + 3CO, —450 cal. per kg. of iron 
— 391,200 — 291,600 


| 


| 99,600 
This 450 cal. deficit corresponds to 0.055 kg. of carbon to burn CO». 
Assuming that the iron is reduced by the above equation, the theoretical 
amount of carbon required for reduction will be, 
0.16 + 0.055 = 0.215 kg. of carbon per kg. of iron. 
2. Reduction with carbon monoxide. 
Fe,03; + 3CO = 2Fe + 3CO2 —76 cal. per kg. of iron. 
— 195,600 — 204,120 


ee, —8,520 

This development of heat is equivalent to 0.013 kg. of carbon in CO 

to form COsz, so that, in this case, the weight of carbon required 0.320 — 

0.013 = 0.307 kg. of carbon per kg. of iron. It does not matter whether 
the heat developed to form CO is utilized or not. 
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Austenite and Austenitic Steels* 
By Joun A. Marnews,t Pu.D., Sc.D., New York, N. Y. 


Ir 1s a great honor to be asked by the Board of Directors of this 
Institute to deliver the Henry Marion Howe lecture. The invitation 
carries with it a great responsibility, which I accept with considerable 
hesitation and with a feeling of unworthiness to perform the duties 
expected of me in this hour devoted to the memory of the life, character, 
and work of the late Professor Howe. Many of you recall the scholarly 
address delivered here a year ago by Prof. Albert Sauveur, and the 
beautiful tribute he paid to his friend and colleague of many years in the 
great work of changing the art of iron making into the science of iron. 

My association with Professor Howe was of brief duration—only 
one year—and the relation was that of pupil to teacher. My feeling 
toward him in later years was always that of a humble disciple at the 
feet of amaster. He attained his third academic degree in the year that 
I was born. I recall the pride I felt when, after entering the steel 
industry, I received from him, from time to time, letters asking for infor- 
mation or, perchance, asking my opinion, and he was always most 
punctilious in acknowledging the source of such bits of information in 
his writings. 

It was also my good fortune to sit at the feet of another great teacher— 
Sir William Roberts-Austen, at the Royal School of Mines. I mention 
him because his name was used by Osmond in coining the word “aus- 
tenite,” which is the subject of this address, and Osmond’s suggestion 
was heartily approved by Howe. These three international metallurgists 
were the best of friends and delighted to honor the achievements of one 
another. There are other reasons for mentioning Roberts-Austen at 
this time. It was an introduction from Howe that opened to me the 
door of his laboratory as well as of his heart. It was while at Roberts- 
Austen’s laboratory that I worked side by side with William Campbell 


*Second Annual Henry Marion Howe Memorial Lecture, delivered at the New 


York Meeting of the American Institute of Mining and Metallurgical Engineers, 
February 16, 1925. 
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for a year and I have always taken credit for having stimulated his 
interest in Howe and of interesting Howe in Campbell, with the result 
that Campbell entered Columbia University in 1901 and now has the 
honor of filling the Henry M. Howe Professorship of Metallurgy, a chair 
named in honor of his illustrious predecessor# 

When a student under both Roberts-Austen and Howe, I frequently 
felt that I was not receiving enough of their personal time and attention; 
in fact, I felt that they neglected me. But on looking back twenty-five 
years I realize that it was inspiration and not information that I received 
from my contacts with them—not so much from routine lectures as from 
personal observation of the men and their methods, their personalities and 
ideals. They made a lasting impression upon me and influenced my life 
and activities more than any other teachers during my years of collegiate 
and university training. 


Part I. AusTENITIC STEELS 


One of the earliest of all commercial alloy steels was Hadfield’s 
manganese steel; this steel is a typical austenitic steel. It early attracted 
the attention of Professor Howe and he was for many years interested in 
it, both scientifically and commercially. Several of his scientific papers 
deal with it and he took out a patent in connection with its manufacture. 
The anomalous properties of this steel attracted wide attention for many 
years after its discovery and it furnished a fruitful field for investigation 
before its constitution was understood. It is not my intention to discuss 
this important industrial product on this occasion, but merely to refer 
to Howe’s connection with both its manufacture and investigation. His 
nephew, John Howe Hall, has recently written an interesting and instruc- 
tive paper on the subject of manganese steel, to which you are referred.! 

All enlightened, tool-using people, with a smattering of technical or 
mechanical training, have some definite ideas about steel and some knowl- 
edge of its properties. They know it is a heavy metal and that it rusts; 
that it is attracted by the magnet; that it is capable of greatly increased 
hardness by plunging into water at a red heat; that overheating causes 
heavy scaling and cracking upon quenching. They know that in the 
hardened state it becomes permanently magnetized. Every schoolboy 
likes to have his knife blade magnetized. In days when men shaved with 
old-fashioned straight-edged razors, they took great pride in their keen 
edges. They were as proud of their razors as were the knights of old of 
their trusty swords. Imagine anyone waxing enthusiastic over an 
evanescent safety blade—here today and gone tomorrow. 


eee ee eee ates 
1 John H. Hall and G. R. Hanks: Composition and Physical Properties of Cast 


12 Per Cent. Manganese Steel. Proc. A. S. T. M. (1924) 24, 626. 
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Robert Hooke, the discoverer of Hooke’s Law and an early Secretary of 
the Royal Society, was the first to attempt to picture what the microscope 
revealed; at least as regards steel. He published his Micrographia in 
1665 and the book is filled with beautiful engravings of natural history 
or biological objects, with the exception of one of the first illustrations. 
Hooke could not resist the temptation to show the public what a razor 
edge looks like under magnification. A copy of this book is one of my 
prized possessions. 

Most of this fundamental information about steel is of great antiquity 
as shown by classic writers. In short, the public—past and present— 
knew or knows something of alpha-iron metallurgy. The public does not 
appreciate that there are many steel alloys which do not rust and, in fact, 
will resist many of the strongest acids, weak or strong solutions, and hot 
or cold. Many of these alloy steels are totally non-magnetic; they are 
greatly softened by quenching and are almost incapable of overheating 
short of fusion. They are not subject to heavy scaling and many of them 
will withstand 2000° F. for a long period in an oxidizing atmosphere. 
Ordinary steel is embrittled at low temperatures but some of these prod- 
ucts become increasingly more resistant to shock as the temperature 
decreases, as shown by Langenberg’s exhaustive investigations at 
temperatures as low as —80° F. We have immersed some of these 
alloys in liquid air and, after 15 min. refrigeration, found them to flow 
readily under hammering and to stand a flat cold bend. 

This is not general knowledge; in fact, it is not widely known to steel 
metallurgists and engineers. It is gamma-iron metallurgy. The very 
great industrial usefulness of alloys possessing such remarkable properties 
seems to warrant some consideration of their physical properties and 
structures. Gamma-iron metallurgy is in the making. We shall know 
better how to use these steels when we understand their metallurgy and 
properties. I hope my contribution may arouse a more general interest 
in them and more particularly in a study of gamma iron. They have 
had much attention in certain directions for almost a generation but they 
cannot be said to be generally understood or appreciated from an engi- 
neering point of view. 

The steels to which I particularly refer include, first, the very high 
nickel steels, sometimes called ferro-nickels, containing from 25 per cent. 
of nickel upward. They have been most studied by Guillaume and other 
French metallurgists. While they possess considerable resistance to 
corrosion and have been used for non-corrosive requirements, their most 
interesting physical properties are those due to various coefficients of 
expansion from almost zero to values duplicating those of platinum, glass, 


etc. The use of these as boiler tubes was extensively investigated over 
20 years ago. 
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Second, the high-chromium steels, which are due principally to the 
investigations of Brearley, Haynes and Becket. The ones that have 
found industrial application vary from 8 to 30 per cent. The group from 
20 to 30 per cent. has been described by MacQuigg? before this Institute, 
and also before the American Society of Testing Materials.* We also 
recall Monypenny’s* paper on stainless iron, delivered here a year ago. 

Third, the high-chromium nickel steels, particularly those of B. 
Strauss, in which the chromium is usually much higher than the nickel. 
They were described by him in a paper before the American Society for 
Testing Materials in 1924. 

Fourth, the high-chromium nickel steels, in which nickel is usually 
higher than the chromium and to which a substantial amount of silicon is 
added, say from 2 to 314 per cent. Considering the low atomic weight 
of silicon, this is a very high addition, when atomic concentration is 
considered. This group is due to C. M. Johnson,’ and were described by 
him in 1921. 

It seemed to me that a comparison of the physical properties of a 
series of steels varying between 30 per cent. nickel and 30 per cent. 
chromium might be interesting and enlightening. In the chromium- 
nickel members of this series, the total of these two elements is approxi- 
mately 30 per cent. The steels referred to are given in Table 1. 


TABLE 1 

CARBON, CHROMIUM, NICKEL, SILICON, MANGANESE, 

Mark Per Cent. PeR Cent. Pur Cent. PER Cent. Pir Crnt, 
C-30-0 0.30 29.77 0.67 0.56 
C=25-0 0.33 24.58 0.63 0.30 
CN-21-7 0.32 20.73 7.04 0.65 0.27 
CN-15-15 0.39 15°36 15.60 2.26 0.82 
CN-7-22 0.41 7.29 22 .60 1.84 0.80 
N-0-28 0.438 28 .28 ORZo 0.73 
N-0-30 (Oe 30.25 0.14 0.37 


It will be noted that the scheme of marking gives an approximate 
idea of composition. Two plain chromium steels are included and for 
the first of these I am indebted to F. M. Becket. They are so nearly alike 
except for chromium content that their differences due to that element 
may be closely studied. The two high-nickel steels were included to show 
something of the influence of carbon in high-nickel steels. Most com- 


20. E. MacQuigg: Some Commercial Alloys of Iron, Chromium and Carbon in 
the Higher Chromium Ranges. Trans. (1923) 69, 831. ; ; 

$C. E. MacQuigg: Some Engineering Applications of High Chromium-iron 
Alloy. Proc. A. 8S. T. M. (1924) 24, 373. 

4 J. H. G. Monypenny: Stainless Steel, with Particular Reference to the Milder 
Varieties. Trans. (1924) 70, 47. 

5C. M. Johnson: Properties and Microstructure of Heat-treated Non-magnetic, 
Flame-, Acids-, and Rust-resisting Steel. Trans. A. 5. Salen O20) Salons: 
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plete tests, however, were made on the five intermediate members 
of the series. 

This interesting group of alloys, all of which represent commercial 
types of steel, are usually considered as austenitic in character. How- 
ever, only the three chrome-nickel steels belong strictly to that category. 
This series of steels was subjected to various physical tests, to be described 
later, including Rockwell and Brinell hardness, specific resistance, mag- 
netic, thermal-expansion and microscopic. They were also tested for 
resistance to oxidation or scaling at high temperatures. The types they 
individually represent have been exhaustively studied as to corrosion by 
the author and others, and this feature will not be emphasized here. 

The tests were made in the natural, or as-rolled, condition; after 
normalizing at 1600° F., holding at heat for 5 min. followed by natural 
cooling in air; after annealing between 1350° and 1400° F., holding at 
temperature for 2 hr., followed by very slow cooling at about the rate of 
50° F. in 2 hr.; after quenching in oil from a temperature of 2200° F., 
after holding at heat for 5 min., and, finally, after such quenching they 
were reheated or drawn at 1400° F. Other hardening and drawing 
temperatures were also tried, such as 1600° and 1900° F. quenching and 
500°, 800°, and 1100° F. drawing, but these revealed nothing of special 
interest and will be omitted. It is interesting to note that the highest 
quenching temperature in no case produced cracking and in this they are 
decidedly different from ordinary steels quenched at such a temperature. 
The reason for selecting 2200° F. was to give the greatest opportunity for 
the solution of carbides or other compounds and to insure the greatest 
possibility of producing fully austenized steels. 


Hardness 


Only a small amount of the C-30-0 steel was available and hardness 
tests were not made on it. Steel C-25-0 is the only one of the series which 
showed any capacity at all for hardening by quenching, and it increased 
only from 187 Brinell, natural, to 207, quenched. Taking the series as a 
whole C-21-7 was hardest in all conditions and its natural hardness of 
302 was not lessened by normalizing or annealing. All the steels, except 
C-25-0, were materially softened by quenching and all of them, without 
exception, showed slightly greater Brinell hardness after quenching and 
drawing at 1400° F. than in the as-quenched state. The three quarter- 
nary alloys are naturally harder than the ternary ones. The Rockwell 
hardness tests check the Brinell tests with a few exceptions and the details 
of all hardness tests are given in Table 2. 

While these alloys do not harden greatly by quenching and more fre- 
quently are softened by this treatment, it must not be supposed that the 
influence of carbon is negligible. Increasing the carbon increases the 
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hardness | in the natural state and raises the tensile strength and yield 
* point and reduces the elongation and reduction. It also makes them 
harder and more difficult to forge at high temperatures. 

All of these steels may be forged, rolled, cold drawn, or cold rolled; 
they are suitable for cold forming operations and may ARS be drop ee 
in dies. The available range of heating is s6mewhat narrow and must be 
controlled closely in hot working. Being fairly hard at a red-heat, they 
do not flow as readily in forging as ordinary carbon or alloy steels. 


TaBLE 2.—Hardness and Specific Resistance 
Mark | C-30-0 | C-25-0 | CN-21-7| CN-15-15] CN-7-22] N-0-28 | N-0-30 
{ 
eS : wis ! ihe 
@arbon, per cént.ds...¢. eosrecee | 0.30 OF3S3 9 Ors2 0.39 0.41 0.43 0.12 
Chromium, per cent........... | 29.77 24.58 | 20.73 | 15.35 7.29 
Nickelper/cent. 2: -. «2 oc. Ys 0: | 7.04 15.60 | 22.60 | 28.28 | 30.25 
Brinell, as rolled............... | 187 302 | 235 228 174 143 
Normalized at 1600° F....... 183 | 302 207 166 153 112 
Annealed at 1400° F.........| 179 302 196 163 131 114 
Quenched at 2200° F. in oil. .| 207 | 234 192 163 140 114 
Quenched and drawn at1400° F.| 22 286 196 179 149 118 
Rockwell (B scale) as rolled ....) 91 | 104 99 98 84 116 
INGLINSIZOG 2. siete an oere c.o56 ». 89 104 94 84 ae 61 
PATTI GRIEG cp tcicts he hero ei eae s | 89 105 90 84 70 63 
@ucnched sss eee eens. | 96 98 93 87 71 61 
Quenched and drawn......... 96 100 90 | 88 73 66 
Specific resistance (micro-ohms | | 
per c. c.) as rolled......... 69.4 68.5 TiO ee eee tte 0257, 86 85 
Normalized aeete ie eee 69.4 68.5 (Osa Oo lola tee 92°7= Ih 86 85 
Annealed Westen seis ie eae 68.5 752 89.9 O07 aa lmas6 85 
@iuenchedeastiosc nee) aes eel 71.9 Tea! 7b29. | 93.0 "| 94.9 | 88.4 86 
Quenched and drawn......... | 70.5 | 69.7 | 76.9 91.3 | 93.3 | 86.2 | 83.8 


Specific Resistance 


Specific resistance is also included in Table 2 and is reported in terms 
of micro-ohms per cubic centimeter at 100° F. In general, the small 
changes for the widely different heat treatments are noteworthy. As 
between the two chrome steels, C-30-0 is but slightly higher in all condi- 
tions, except as quenched, notwithstanding it contains 5 per cent. more 
chromium, presumably in solution as chrome-ferrite. In explanation, 
we would suggest that chrome-ferrite is a very poor solvent for carbides, 
whether simple or complex, and for this reason in the two steels, as 
quenched, we find a slightly higher resistivity in the lower alloy, indicating 
that the carbides have gone into solution more fully; and after tempering 
a greater precipitation has occurred in this steel, again reducing its 
resistance below that of C-30-0. 

The resistance of the chrome-nickel steels is notably higher than that 
of the chromium steels, but in the case of CN-15-15 and CN-7-22_ this is 
doubtless due to their high-silicon content. These materials would 


574 AUSTENITE AND AUSTENITIC STEELS 


appear to be excellent resistance alloys. Steels of the type N-0-30 have | 
been used for many years for this purpose but they are considerably 
lower in resistance than two of the chrome-nickel series. It will be noted 
that N-0-28 is slightly more resistant than N-0-30, indicating that the 
difference in carbon more than offsets the 2 per cent. difference in nickel. 


Magnetic Properties 


This portion of the test is considerably simplified by the fact that the 
three chrome-nickel members have no magnetic properties. They are 
practically non-magnetic in every condition of heat treatment. CN-15- 
15 was further tested to see if it became magnetic by stressing beyond its 
yield point; the result was negative. 

As to the magnetic test of the ternary members of the series, we see 
some very interesting things. The chromium members, which contain 
25 to 30 per cent. of non-magnetic chromium, show a much higher 
induction than the nickel steels containing 28 to 30 per cent. of magnetic 
nickel. Considering the high induction of the chrome steels, we must 
admit the presence of much alpha iron, even in the quenched state, yet 
the permeability and residual density are quite low after quenching, 
indicating a fairly successful effort at bringing about the austenitic 
state by a drastic cooling from a high temperature. While it appears 
that the coercive force has been increased by drawing the temper to 
1400° F., if we consider the ratio of Br to He, we will see that the steel 
C-25-0 has really been magnetically softened by this treatment. 


TABLE 3.—Magnetic Properties 


Mark C-30-0 | C-25-0 | CN-21-7, CN-15-15, CN-7-22) N-0-28 , N-0-30 


B max. (H-150) (maximum in- 


duction) as rolled.......... 9,000 12,450 Practically non-magnetic 3,150 4,650 
Normalized at 1600° F....... 12,750 2,250 3,750 
Annealed at 1400° F......... 12,750 1,200 4,800 
Quenched at 2200° F........| 10,650 5,550 2,100 | 4,200 
Quenchedanddrawnat1400°F.) 12,000 | 12,450 1,200 4,800 

B res. (residual density) as rolled | 2,610 | 5,620 850 | 1,230 
Normalized aj actosee serscrheelerl 3,300 | 4,370 | 113 | 447 
EMrnoalacep tees carey to 5,420 0 1,010 
Guenched) satel, «.s.ae seen || ©2880. |= ¥es 113 | 624 
Quenched and drawn......... 4,54( 5,720 0 964 

H. coer. (coercive force) as rolled! 2.35 4.6 1.35 PD 
INormmelize divtee arrecuenstcre siete 2.45 5.4 il 1 
ATMEALEd Hen teeter eis ene sh ees 4.6 (0) 1 
@ueniched ene seein nyersa oracle 6.3 8.2 1 i 
Quenched and drawn......... S51 11.4 0 1 

# max. (permeability) as rolled. 595 546 565 497 
Normalized. cree cdmn aeetocee 683 179 | 510 | 559 
WAMNGALEMS ec iorccacteinere eeaere 664 | 35 
@uenched ass. ote eerie ae 238 | 68 | | on ae 
Quenched and drawn......... 404 312 | 85 | 796 
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The low induction of the nickel steels would seem to indicate a 
considerable amount of gamma iron in all conditions and it is interesting 
to note that in N-0-28 the minimum induction (B) results either from 
‘annealing or by drawing after quenching, while in N-0-30 the maximum 
induction results from these treatments. ‘The residual induction and 
coercive force are very low or lacking in both steels, yet in low fields for 
most conditions of treatment they show a fairly high permeability. The 
details are set forth in Table 3. keg , 


Coefficient of Expansion 


Through the codperation of the Bureau of Standards and its generous 
assistance in pushing through the testing of these alloy steels, I am able 
to present data on the coefficient of expansion that might not have been 
available at this time except for this assistance in the preparation for 
this occasion. Five alloys were tested in each of two conditions: (a) 
as normalized at 1600° F. and (b) after water quenching from 2000° F. 
The results are shown in Table 4. 


TaBLE 4.— Average Coefficient of Expansion per Degree C. 
20° ro 200° C. 20° ro. 400° GC. 20° ro 600° C. 


@-25-0; normalized... ---s4-2-----4-.- 0. 0000164 0 .0000172 0 .0000176 
O=25-0 quenched -o-5-+...2--.-2---.---. 0.0000165 0 .0000172 0 .0000177 
@N-21-7 normalized. .:.:.-.-..-.-2...~ '0.0000103 0 .0000110 0.0000114 
(GIN-JIE 7, quenchedmeseeeae ae eee. | 0 000017 0 .0000124 0..0000122 
CN-15-15, normalized................. 0.0000163 0 .0000172 0.0000176 
@IN=1'5-1 5s quenchedmer esses areas es 00000164. 0.0000175 0..0000178 
CN-/-22, normalizede esses ace. 00000176 0 .0000180 0..0000182 
@N-7-22; quenchedeaeesaeeee 4-9-9) 0).0000177 0.0000181 0.0000182 
IN=0=28enonmealizediaeemeee eee OL 0000138 0.0000161 0 0000163 
IN- 0-28 quenched@ar aera sade or 0 .0000138 0.0000161 00000165 


It will be noticed that CN-21-7, which was the only steel that showed 
any capacity at all for hardening by quenching, shows greatest differences 
between the normalized and quenched states for the various ranges. The 
steel N-0-28 shows greatest increase in expansion over the three ranges. 


Microscopic 


This series of alloys was examined microscopically in the normalized 
and quenched states. I will only give a general résumé of this examl- 
nation. Passing from the chromium end toward the nickel end, it is 
seen that grain size increases and also grain growth at high temperatures. 
The presence of carbides decreases as the chromium decreases and in 
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Fic. 1.—InGor sTRUCTURE, SHOWING MARKED DENDRITIC PATTERN. X300 


Fig. 2.—FoRGED BAR FROM INGOT SHOWN IN Fic. 1; 1r HAS HAD A LOW TEMPER- 


ATURE ANNEALING AND WAS QUENCHED FROM 950° F.; THE DENDRITIC STRUCTURE IS 
GONE. X 300. 


577 


JOHN A. MATHEWS 


EEN HELD AT 
OT EVIDE 


2 AFTER IT HAD B 
DRITIC PATTERN 


N Fia. 
N 


SHOWN I 


CHED 


FORGED BAR 


iBinGamess 


2000° F. ror 1 rR. 


ih, O00! 


N 


Is N 


DE 


? 


N 


AND QUE 


MIN. AND QUENCHED; 


K 


FOR: 


F. 


N HELD AT 2300° 


E 


Fig. 4.—SAME BAR AFTER IT HAD BE 


NOTE RETURN 


x 300. 


N BOUNDARIES. 


THROUGH GRAI 


SING 


AS 


ATTERN P 


DRITIC P 


DEN 


OF SHADOWY 


37 


VOL. LXXI, 


578 AUSTENITE AND AUSTENITIC STEELS 


(-25-0 and CN-22-7 these carbides appear largely at the grain boundaries 
and to some extent in streaks, passing through several grains. The 
polygonal grains are of more irregular formation in these steels and tend 
to become angular at the nickel end of the series. I am not certain that 
any true carbides are visible in the high-nickel steels. This is worthy of 
note, that nickel which has little affinity for carbon, which tends to pre- 
cipitate it as graphite in high-carbon steels and to a certain extent retards 
carburizing processes in the ordinary 314 and 5 per cent. nickel steels, 
seems to carry all its carbon in solution when present in high amounts. 
Chromium, on the other hand, has a great avidity for carbon and forms 
one or more simple or complex carbides; it prevents the precipitation of 
graphite and facilitates carburizing, yet large percentages seem to form 
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lia. 5.—PuHysicaL PROPERTIES oF CN-15-15 Typm ALLOY. 


carbides so far as possible and the excess forms a solid solution of chrome- 
ferrite in which the carbides are very insoluble even at high temperatures. 
These steels, being naturally non-corrosive, are difficult to etch, and 
aqua regia is, in general, the most suitable reagent, although acid ferric 
chloride and Kourbatoff’s solution work well with some of them. 

I am not going to show the ordinary photomicrographs but have two 
series to present. First, there are four views to illustrate the persistence 
of the dendritic pattern; these are by C. M. Johnson and represent a steel 
similar to CN-15-15, but not the actual steel referred to in Tables A 82. 
and 3. 

I referred earlier in this address to the anomalous behavior of these 
austenitic steels upon quenching. The curves, Fig. 5, represent the results 
of quenching in oil from ascending temperatures, from 1400° F. to 2500° F. 
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Elongation and reduction constantly increase until they reach very high 
values. Ultimate strength, yield point and hardness decrease. These 
steels were not reheated after hardening. Impact tests were not shown 
because they were not made with the standard test piece; however, with 
a light Izod machine and very deeply notched specimens, they showed 


Fra. 6.—CN-7-22 TYPE, ANNEALED; SHOWS SEVERAL CRYSTALS AND SINGLE AND 
MULTIPLE TWINNING, WHICH IS QUITE CHARACTERISTIC OF AUSTENITIC STEELS OF 
CHROMIUM-NICKEL SERIES. X 2400. 


increasing values with ascending quenching temperatures from 19 to 53 
ft.-lb., at which load they bent only and did not break. 

It is a great pleasure and privilege to show some illustrations made for 
this occasion by Francis F. Lucas* to whom was recently awarded by the 


6 Ff. F.- Lucas: The Microstructure of Austenite and Martensite. Trans. 
A. S. S. T. (1924) 6, 669. 
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American Society for Steel Treating the Henry M. Howe medal in recog- 
nition of his notable achievements in metallography. Most of you have 
‘seen the results of his splendid work and wonderful technique on other 
occasions. I doubt, however, whether any of you ever saw some of the 
remarkable structures here presented. I will not attempt to interpret 
them but would welcome interpretation from others better able to do so. 
They will make us appreciate what a vast new field has been opened to 


Fig. 7.—SAMBE STEEL LIGHTLY ETCHED WITH AQUA REGIA, SHOWING PECULIAR STRI- 
ATIONS VERTICAL TO GRAIN BOUNDARIES. X 6000. 


us for investigation and what results may be attained when the methods 
of Mr. Lucas become generally available. 

It has been my endeavor to present what we may call a cross-section 
of the field in which we find those steels of maximum general resistance to 
corrosion, maximum physical properties at actual high temperatures, and 
maximum resistance to scaling at elevated temperatures. The quarter- 
nary alloys offer greater resistance to a wider list of corrosive agents than 
do the ternary alloys. The latter show good resistance to a more limited 
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list of chemicals. As to resistance to oxidation at high temperatures, the 
plain chromium steels are very good and the nickel steels are quite inferior 
by comparison, but for actual high strength at high temperatures and for 
resistance to oxidation as well, the quarternary chrome-nickels stand 
alone, particularly when high silicon is preserft. j 

The steels used for these tests were not chosen because they repre- 
sented the maximum qualities obtainable in any particular; many possible 


Fic. 8.—SAME STEEL MORE DEEPLY ETCHED AND SHOWING A PLATEAU e 6000. Aa 
GRAIN BOUNDARY, WHICH SEEMS TO BE SERRATED AND CRYSTALLINE. X ° 


variations may be made to produce particular results for a particular use. 
In this subject the art has preceded the science by a long distance and 
truly remarkable results have been obtained in many industrial ee 
cations by the cut-and-try method but our experience 1s now so broa 

that some generalizations are possible and some predictions may be made 
under known conditions of use, but that is another story which we will 


not consider at this time. 
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Part II. AUSTENITE 


Having descrited some of the unique physical characteristics of a 
group of alloys that are of great interest to the chemical, mining, and 
engineering professions because of those properties, I should like to discuss 
austenite itself, rather than austenitic steels for the few minutes remain- 


Fic. 9.—SAME STEEL, AFTER QUENCHING AT 2400° F. IN WATER, SHOWING GRAIN 
BOUNDARIES; MAIN CRYSTALS ARE BUT SLIGHTLY ETCHED AND REVE 
2 0} OD / EVEAL NO INTERNAL 
STRUCTURE. X 2400. 


ing. It might be in order first to consider the definition of austenite. 
The latest authoritative definition is perhaps that of Jeffries and Archer :? 


A solid solution of carbon in gamma iron. The iron atoms have face-centered 
cubic arrangement. The carbon is atomically dispersed. The carbon atoms may be 
substituted for some of the iron atoms in the face-centered lattice, or more propane 
occupy positions between the ironatoms. Austenite is relatively soft and ductile. 


7 Zay Jeffries and R. 8. Archer: “The Science of Metals’’, 443. McGraw-Hi : 
Co., New York, 1924, ‘raw-Hill Book 
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This definition differs from the older ones in that it adds the evidence 
of the x-ray. Most textbooks of metallography tell the student how he 
may prepare steel to show the “austenitic structure.” He is told to 
select a very high carbon sample, preferably high in manganese also, to 
heat it to 2000° F. and quench drastically in iged brine. After polishing 
and etching, he sees not austenite but a mixture of austenite and marten- 
site. From this experiment he gains a very strong and lasting impression 
that austenite is a very rare thing, and sd it is in visible form. 


Fic. 10.—STRESSED PORTION OF TENSILE TEST PIECE; SAME TREATMENT AS IN Fia. 9; 
NOTE ELONGATION OF GRAINS AND SLIP LINES. XX 175. 


A little later he may see a specimen of fully hardened high-speed 
steel. He sees distinct polygonal grains interspersed with carbides and is 
probably told that the grains or crystals are austenite. To be sure, the 
resemblance to the earlier specimen is not very striking, yet this particular 
structure is generally referred to as ‘“‘austenitic.”” However, if we accept 
the evidence of the magnetic test, we cannot conclude that this material 
is free from alpha iron. In fact, it shows a very strong magnetization 
considering that it is only about 75 per cent. iron to begin with. 

In a recent paper by Bain and Jeffries,’ the authors present two dia- 
grams, based on the best existing evidence, showing the approximate 


8 Edgar C. Bain and Zay Jeffries: Cause of Red Hardness of High-speed Steel. 
The Iron Age (1923) 112, 805. 
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constitution of high-speed steel (a) as fully hardened and drawn to various 
temperatures and (b) as hardened at various temperatures between 1200° 
and 2400° F. and not drawn. The relative proportions of austenite, 
martensite, and carbides are given. It occurred to me to plot on their 
diagram, the magnetic properties of a typical high-speed steel. The 
results are shown on Fig. 15. The sudden increase in magnetization (B) 
with the vanishing austenite component in the upper part and the 


Fig. 11.—Samu as Fic. 10, SHOWING SLIP LINES AND, IN ONE CASE, TWINNING. 
x 2400. 


equally striking increase in permanence as austenite increases due to 
ascending hardening temperatures is noteworthy confirmation of Bain and 
Jeffries’ work; this will be referred to again later. 

We are all familiar with the iron-carbon diagram and recall the areas 
marked ‘‘austenite;” I fear it is sometimes overlooked that this is an 
“equilibrium” diagram. Everything looks so nice and orderly in its 
own compartment that there is danger of trying to apply its lessons to 
metastable or unstable conditions, such as exist in hardened steel. We 


Frey 


| 
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like to think that uenching from a certain temperature produces marten- 
site, and tempering martensite produces troostite, and we have a mental 
picture of these changes proceeding in a perfectly orderly and circum- 
spect way. Recent work with the z-ray and the high-power microscope 
shows that these changes are not as orderly and complete as most hard- 
eners or steel treaters believe. Styri, Lucas, and others have shown free 
ferrite, martensite, and austenite existing in a hypereutectoid steel, with 


Fig. 12.—SAME MATERIAL AND TREATMENT; PROLONGED ETCHING REVEALS CURI- 
OUS INTERTWINING FORMS WITHIN A SINGLE CRYSTAL AND CROSSING BOUNDARIES, 


ETCHINGIN RELIEF. X 3230. 


possibly a little troostite included for good measure; yet according to most 
of the instruction we have had that is impossible. 

I wish now to present the results of certain observations and experi- 
ments, and in what follows I shall proceed on three assumptions: 

First, that in all normally hardened medium- or high-carbon steels, 
and the usual engineering alloy steels, gamma iron, or austenite, is always 
present with the martensite. I think all of those who have studied the 
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Fic. 13.—A sTEEL INTERMEDIATE IN COMPOSITION BETWEEN CN-21-7 anp CN- 
15-15; BRINE QUENCHED FROM 2200° F.; NOTE GREAT VARIETY OF GRAIN SIZES AND 
THE FREQUENT TWINNING. XX 175. 


423 


— 


Fig. 14.—Same as rn Fic. 13; NOTE CURIOUS SAW-TOOTH BOUNDARIES, HAVING RATHER 
A DOUBLE-LINE APPEARANCE. 3230. 
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Fic. 16.—Errecr oF REHEATING IN LENGTH CHANGE AND MAGNETIC PROPERTIES OF 
QUENCHED CHROME MAGNET STEEL M-31. 
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volume changes that hardened steels undergo by tempering will readily 
agree with this assumption. The work of Howard Scott,® M. A. Gross- 
mann!, Heindlhofer and Wright!! and others strongly point to the 
reasonableness of this view. 

Second, that in a wide variety of alloy steels, notably those capable 
of hardening readily in oil, there is more austenite retained after the oil 
quench than after the water quench, in normal hardening. This assump- 
tion will not be readily accepted; it is contrary to general opinion and 
belief. In the metallurgical literature there are many references and 
allusions to retained austenite but little attempt has been made, so far 
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Fie. 17.—Errecr OF REHEATING ON LENGTH CHANGE AND MAGNETIC PROPERTIES 
OF QUENCHED CHROME MAGNET STEREL M-62. 


as I am aware, to estimate the amount so retained or its effect on hardened 
steel, nor have the conditions that promote or retard retention of gamma 
iron been extensively investigated. 

Third, that austenite is a cause of increased permanence or retentivity 
in commercial permanent magnet steels and in many other alloy steels 
not used for magnets. In the diagram showing the constitution and 
magnetic properties of high-speed steels, the relation between the increase 
or decrease in permanence (He) as the austenite increases or decreases, is 


* Sci. Paper No. 395, Bur. of Stand. (1920). Sci. Paper No. 396, Bur. of Stand. 
(1920). 

10 Brittle Range in Low-alloy Steels. The Iron Age (1924) 114, 149. 

11 Density and X-ray Spectrum of Hardened Ball Steel. Trans. A. S. 8. T. 
(1925) 7, 34. 
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very noticeable. Another general illustration that prompts this third 
assumption is the nature of the newly discovered cobalt magnet steels. 
These contain from 15 to 35 per cent. of cobalt, added to from 5 to 10 
per cent. of the ordinary constituents of permanent magnet steel— 


tungsten, molybdenum, chromium, and manganese. Such steels have 
strong austenitic characteristics and on overheating for hardening may 
become almost totally non-magnetic. One test showed only 160 gausses 
of retained magnetism after quenching from 2000° F. and 375 when 
quenched from 1900° F.. instead of the customary 9000 to 11,000 of good 
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X-RAY EXAMINATION OF OIL AND WATER QUENCHED STEELS. 


Fia. 18.—Resunt or 
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Fie. 19.—MAaAGNET STEEL OIL QUENCHED FROM 1525° F. X 2830. 
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Pia. 20.— MAaGNeT STEEL WATER QUENCHED FROM 1525° F, X 2830. 
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magnet steel. A specimen immersed in liquid air had its residual magnet- 
ism increased nine times due to transformation of austenite into marten- 
site. It should be recalled that the cobalt steels excel only in high 
coercive force (He) and not in superior maximum or residual magnetism. 
Table 5 gives a comparison of residual magnetism (Br) and coercive force 
(He) of a few typical tests on cobalt, tungsten, and chrome magnet steels 
which illustrate this point. 
TABLE 5.—Comparison of Residual: Magnetism and Coercive Force in 
Magnet Steels 


Type H Br | He 
COB INO erat eee eee Pe ees cm esecc ab = 1500 / 10,100 237 
Gapaly. Nos eee s ee es ch Welt she one's na 750 | 8,850 155 
Gobel GRNO45 Saseeneeey preteens Bee 750 | 7,890 193 
SHOTLESLCNENO 4 eee ere ae ene ea ae 300 10,300 71 
ahamster NOs 25.2 eats eee a koe oS 300 | 10,700 66.5 
Chromium No. 1 water quenched .......... 300 lO Nal) 60.0 
Chromium No. 2 oil quenched .............. 300 8,540 64.5 


It will be observed that even when magnetized in a very strong field 
(H=1500) the residual magnetism is not higher than the other steels, 
but that the coercive force is from three to four times as great and, in 
my opinion, partly because of retained austenite. 

In 1914? I published the results of certain experiments made under 
my direction at the Haleomb Steel Co. The principal announcement 
was the discovery, made a few years earlier, that a large class of alloy 
steels show greater magnetic hardness when quenched in oil than when 
quenched in water. The general belief at that time was that the harder 
one could get a given steel the lower would be its induction and the higher 
its permanence. This is not the case with such engineering alloys as 
chrome-nickel, silico-manganese, 314 per cent. nickel, chrome-silico- 
manganese, and plain chromium steels. These steels quenched in oil 
show a much lower Brinell or Shore hardness than if quenched in water 
and yet are magnetically harder; 7. ¢., more resistant to magnetizing and 
more permanent after magnetizing. 

I made no attempt to explain this but invited an explanation from 
anyone who could give it. In twelve years I have had none and, as the 
problem is still awaiting solution, I have attempted to answer my own 
inquiry. One method of attack was suggested by the work of M. A. 
Grossmann.!? In 1921, the writer called attention to the shock brittle- 
ness exhibited by many alloys after quenching and drawing to about 


12 J. A. Mathews: The Magnetic Habits of Alloy Steels. Proc. A. 8. T. M. 


(1914) 14. 
130. cit. 
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600° F. This applies to chrome-nickel, chrome-molybdenum, and prob- 
ably other high tensile engineering steels. In the Izod test, they fre- 
quently show less resistance to shock after tempering at 600° than after 
no tempering at all. Grossmann sought an explanation of this phenom- 
enon by the method of observing the volume changes, or rather length 
changes, induced in these steels at various drawing temperatures and 
discovered that the point of greatest shock brittleness seems to coincide 
with the drawing temperature which produces a quite sudden expansion 
in the steels, believed to be due to the tempering of austenite. It was 
decided to apply this method along with magnetic tests to chromium 
steels known to be magnetically hardest after oil hardening. ‘Two steels 
were chosen as follows: 


M-31 M-62 
Carb ons persCent sce eet eee ete renee aa oy hee oes 0.84 0.91 
Silicon, peMmcent.. a4c eer eee ee ace tom OE aU) 0.25 
Manganese, Der Celtis. tesco Rie eran ae ena OT 0.34 
Chromium percent eee ieee eee eee terete eee ee 2.96 2.16 


Test specimens 14 in. round were prepared and hardened at 1500° F. 
in water and 1525° F. in oil, and the temper was drawn at 100° intervals 
from 200° to 700° F., holding at temperature 14 hr. Later, the volume 
changes were repeated hardening both steels in both oil and water from 
520° i 

Figs. 16 and 17 show the results of both the length changes and 
the corresponding magnetic properties. The shrinkage that first takes 
place is due to tempering of martensite and the formation and precipi- 
tation of carbides. The expansion that begins at 400° F. is due to the 
austenite-martensite transformation. It will be noticed that the 
shrinkage in both cases is greatest in the water-hardened steel and 
the expansion is greatest in the oil-hardened steel, seemingly indicating 
varying proportions of martensite and austenite present. The magnetic 
properties closely follow the volume changes and, in several places on the 
diagrams, the greater change of slope in the oil-hardened steel as com- 
pared with the water-hardened strikingly follows the length changes and, 
in my opinion, strongly supports the view that more austenite is present 
after oil quenching. 

It is known that hardened steel is lighter than annealed steel; in fact, 
martensite is the lightest, that is, the most voluminous condition of steel. 
A hardening that produces the lowest specific gravity (greatest volume) 
may be considered as the most complete martensitization possible for 
that steel. A hardened steel of greater specific gravity (smaller volume) 
must indicate retained austenite or that the hardening has gone beyond 
the martensite stage toward troostite or pearlite. In order to check up 
on this point, specific-gravity determinations were made not only on the 


r 
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two chromium steels referred to above, but also on a low chrome-tungsten 
steel, a chrome-nickel steel, and a 5 per cent. tungsten steel; in every 
instance the water-hardening produced the lower specific gravity indicat- 
ing more martensite. The results are as follows: 


f On WATER 

QUENCHED QUENCHED 

IMIS GO 2BING swe reer ee Ree orf We oc sac atetle sacs nl odchn ee B48 7.8416 
NUE CONS) PRR I vate ae ee Se A 7.7996 7.7861 
Vie 31 eee ee Ane eyes ee ee sd 7.8371 7.8302 
OAD CACM GUNN OC CO CANN te SERA. NeRG A eect wt swale omic 8.1292 8.1015 
(Chromecnekelaasaens pre eee Be 7.8255 7.8177 
Chromre<hunecten erst es ee oes ee ek ee ee t(D 7.8580 


These differences suggest retained austenite in greater amount in 
the oil-hardened steels but I believe there is some austenite or gamma 
iron in both cases, as the expansion on tempering above 400° F. would 
indicate. It should not be assumed, however, that this is a fixed temper- 
ature for all steels; e. g. the austenite-martensite transformation begins 
at about 1000° F. in hardened high-speed steel. 

In 1922, Tokujiro Matsushita™ published an article On the Magnetic 
Hardness of Quenched Steels. The author used the coercive force (Hc) 
as a criterion of hardness and established various relationships regarding 
effect of carbon, temperature of quenching, quenching media, etc. He 
did not attempt to correlate magnetic hardness and physical hardness as 
measured by the Brinell, Shore, or other methods and most of his work 
refers to a variable carbon series of steels. In regard to alloy steels, he 
says: ‘‘In alloy steels, which contain a considerable amount of special 
elements, the velocity of the A; transformation is very small; hence if the 
rate of cooling is large, the transformation austenite to martensite is 
greatly hindered, so that a part or a greater part of the material remains 
at the ordinary temperature in the form of austenite. Hence, the 
magnetic hardness must be smaller in the case of water quenching than 
in that of oil quenching.” 

Matsushita also explains the decrease of magnetic hardness (He) 
in carbon steels hardened at too high a temperature as due to untrans- 
formed austenite. He illustrates the effect of oil quenching by two 
examples—one a tungsten steel and the other a chrome-nickel steel. It 
will be noted that his explanation of the effect of oil-hardening on alloy 
steels is the generally accepted one and diametrically opposed to my 
view. However, as has been shown, both types of steels he selected for 
illustration show a lower specific gravity in water than in oil, indicating 
more, not less, martensite. Further, if he had determined maximum and 
residual induction and not merely coercive force, he would have found 
the steels which, according to his views, contain most austenite and least 


14 Sci. Reports, Sendai, Japan. (1922) 11, 471. 
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alpha iron, were most highly magnetic, as the writer fully described 
twelve years ago. 

In passing, let me say the coercive force is a very deceptive criterion 
of hardness; that is, physical hardness. The writer cited an example 
showing this in the work previously referred to. A certain steel, on oil 
quenching, showed Brinell 570, Shore 71; and the same steel by water 
quenching and drawing at 600° F. showed Brinell 567 and Shore 70— 
certainly a very close agreement in hardness as ordinarily tested—but 
the coercive forces were respectively 52.5 and 23.0, while the maximum 
inductions were equally divergent—13,060 and 19,600 respectively. 
It therefore appears that for a given steel the way a certain hardness is 
produced has an important bearing upon the accompanying mag- 
netic properties. . 

Another peculiarity of the magnetic hardness of a given steel is that 
it appears to increase with increases of size, within certain limits. This 
again is opposed to the idea that the harder one can make a given steel, 
and the more drastically one can cool it, the less permeable and more 
permanent it will become. We first noticed this many years ago but have 
recently repeated the experiment with a different steel, a different form of 
testing apparatus, and a different observer. The results fully confirm 
those published in 1914; the details of the experiment are shown in 
Table 6. 


TABLE 6.—Effect of Size on Magnetic Properties 


LeZ5> BY Ort 1525° F. Water 
Diameter, Inches | : == z - - 
| % | x tos | oy Show ll hia ies 
| | “4 
B max (H =300).......| 15,400 15,400 13,600 | 16,600 | 16,600 | 15,500 
Bes nnaaiic aoe tog dna wd) 20,080; 1 O380, HES, 7800 10.600" LOM OO Belo snO 
Feed eaceasviigs tue «ssc, 00: Bop ly OQ) Rye ROG: OS Ib) 2 Mier Se ame 
Bry HG geegere ty cree.) LOO lol), 138 | 
| 


192 | 179 175 


As the size increases, maximum and residual inductions decrease and 
the coercive force increases for both oil and water hardening; yet the 
effect of larger size in both cases must be to retard the rate of cooling. 
The steel used was 0.81 per cent. carbon and 2.91 per cent. chromium, 
and all three sizes were turned down from a single 34-in. bar. 

Having arrived at conclusions so contrary to general belief as the 
results of the experiments just described, it was deemed advisable to get 
further substantiation and by other methods. I conferred with E. C. 
Bain and F. F. Lucas and told them of my experiments and the con- 
clusions indicated. Their novelty appealed to them and they volun- 
teered to submit the matter to tests in the fields in which they are 


JOHN A. MATHEWS 595 


recognized experts. They were furnished samples of the two chromium 
steels on which our tests were conducted. After magnetic tests had been 
made, the test pieces were broken in two and one-half of each given to 
Bain and Lucas. 

After examination by the x-ray method Bain reports faint lines corre- 
sponding to the pattern for gamma iron in both steels and in both oil and 
water quenched from 1525° F. (Fig. 18). In the first experiment the 
lines were too faint to form a basis for a quantitative estimate of the 
relative amount of gamma iron present in the two conditions of quench- 
ing. A further test was made from which he states that it is fairly clear 
that the oil-hardened specimen shows more gamma iron than the water- 
hardened specimen. The indications are that the total amount of gamma 
iron in either case is not very great, perhaps between 6 and 10 per cent. 

Lucas examined both steels under high-power magnification; nothing 
less will reveal anything about the structures of these steels, they are so 
extremely fine grained. With nitric-acid etching, there was no very great 
difference in appearance at 3000 magnification, but when boiled in sodium 
picrate the martensite and carbides were darkened, leaving numerous 
uncolored areas believed to be austenite. Four or five pictures were 
taken of each steel as oil or water quenched. It is readily possible to 
divide these into two groups, depending on the amount of white, 
uncolored, austenite patches; these are plainly more pronounced in the 
oil-quenched samples, Figs. 19 and 20, and also more pronounced in the 
3 per cent. chromium steel than in the 2 per cent. steel. An attempt was 
made to transform this austenite into martensite by immersion in liquid 
air, but while a change is produced by this treatment it manifests itself 
principally in the way the sodium picrate acts upon the steel and we 
cannot say that the liquid-air treatment has contributed anything of 
interest. Most experiments of this kind that have been reported in the 
past have dealt with richly austenitic steels and it is by no means certain 
that small amounts of austenite with which we are dealing will be simi- 
larly transformed. H. Scott has shown that hardened high-speed steel 
and a very high carbon and manganese steel, quenched from a high 
temperature, are materially affected at liquid-air temperature and our 
experiment with cobalt-magnet steel, previously mentioned, shows the 
same result. 

With this confirmation by independent observers and by additional 
methods, it seems that the three assumptions made at the outset of this 
section have been justified by the evidence presented. This new view- 
point as to the nature of the hardening process may prove of considerable 
interest in interpreting various phenomena met with in our daily work 
and to me it is a logical explanation of certain magnetic anomalies to 
which I called attention several years ago, but if I have succeeded in 
answering my own inquiry, I have at the same time raised another—why 
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does oil-hardening retain more gamma iron than water-hardening in a 
considerable variety of steels? It is believed that a deeper investigation 
of hardening stresses rather than quenching rates may prove the key to 
the matter, and possibly some future Howe lecturer will give the answer. 

It may be that it is an important function of the commoner alloys— 
chromium, manganese, and nickel, or their mixtures, to promote the 
retention of gamma iron and that to this fact some of the properties of 
alloy steels as compared with carbon steels are due. Steel in its heat- 
treatment does not behave erratically. It follows definite laws asso- 
ciated with considerations of time, mass, speed, pressure, composition, 
and initial structural condition. I repeat my axiom of heat treatment— 
constant conditions give constant results. It is because of the practical 
difficulties of controlling those conditions in production and treatment 
and because there is still so much to be learned about the fundamental 
laws and their operation that results are not always what they should be. 

In conclusion, let me acknowledge my indebtedness to my associates 
in several of our laboratories, whose efforts made this lecture possible, and 
I would particularly mention Mr. P. Peskowitz, who made most of the 
physical measurements and heat treatments. I am under great obli- 
gations to the Bureau of Standards, to Mr. E. C. Bain, of the Union 
Carbide & Carbon Research Laboratories, Inc., and to Mr. F. F. Lucas, of 
the Western Electric Research Laboratories, all of whom felt, Iam sure, a 
personal interest in contributing something to this occasion in honor of 
him whose memory all metallurgists revere—Henry Marion Howe. 
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Action of Hot Wall: a Factor of Fundamental Influence on 
the Rapid Corrosion of Water Tubes and Related to 
the Segregation in Hot Metals* 


By Cart Brnepicks,? StockKHoLM, SWEDEN 


Iv 1s well known by every one who has had to deal with boiler tubes 
that these are often seriously affected by a sort of corrosion, occurring 
as a local pitting, that frequently causes a perforation of the tube in a 
rather short time. The characteristic appearance of this corrosion is 
shown in Fig. 1. A very similar corrosion occurs in condenser tubes 
(Fig. 2).1. A study of the microstructure or local chemical composition 
of the metal (iron 70:30 brass) fails to reveal any cause for this pitting. 
Of course one might possibly assume the starting point to be some oxide 
particle, causing an electrolytic local action, but this in no way explains 
the continued corrosion, progressing even when the assumed oxide 
particle must have disappeared. 

By the excellent work done by the Corrosion Research Committee 
of the Institute of Metals, and communicated, in October, 1923, to the 
Institution of Engineers and Shipbuilders in Newcastle-on-tyne, stress 
was laid on the fact that a content of entangled air has a very obnoxious 
effect. In the following correspondence, Sir George Goodwin stated 
that ‘‘engineers have, for a long time past, regarded air as the big enemy 
to be fought against in all questions of corrosion’? and Kenneth Fraser 
pointed out that the most vital point is “the avoidance or removal of 
possibly the chief cause of present day corrosion, 7. e. entrapped air and 
gases brought out of solution.’’* In their reply, however, the authors 
state that they had “never for a moment believed that entangled air 
was responsible for the beginnings of corrosion, and express the opinion 
that the gradual liberation of air could not account for localized cor- 
rosion.’’* On consulting the many textbooks on corrosion, as that 


* Fourth Annual Lecture of the Institute of Metals Division, the American Insti- 
tute of Mining and Metallurgical Engineers, at the New York Meeting, February, 
1925. 

+ Director of the Metallographic Institute of Stockholm. 
1 Corrosion Research Committee of the Institute of Metals, 7th Report. 1923. 
2 Loc. cit., 62. 3 Loc. cit., 65. 4 Loc. cit., 89. 
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published lately by A. A. Pollitt’ or U. R. Evans,’ nothing is found that 
explains this important point. 

There is apparently a link missing in the chain of evidence for the 
deleterious influence of air in water-pipe corrosion. The main object of 
this lecture is to supply that missing link, ky elucidating the problem 
why air, entangled or dissolved, has so considerable an influence in water- 
pipe corrosion. We are going to find that the key is given by an effect 
that has hitherto been overlooked, not strictly belonging to chemistry or 
to metallurgy, or to engineering. It is, on the contrary, a purely physical 
effect, which we are going to designate as the action of the hot wall. 


Fic. 2.—PITTINGS ON CONDENSER TUBES, ACCORDING TO BENGOUGH, May AND PIRRET. 


Having elucidated this factor in thermal corrosion, it will be easy for 
us to proceed to the invention of a practical method for preventing its 
action. Then this effect will be regarded as being the special case of a 
more general effect which is not altogether unknown to physical chemis- 
try; viz. the so-called Ludwig-Soret’s phenomenon, occurring in salt solu- 
tions when subjected to temperature differences. 

Finally, we shall see that some phenomena of importance to metal- 
lurgy, and to metallography—a kind of segregation in molten alloys— 
will be eluciated by this phenomenon, and that it has probably a notable 
influence, though neglected so far in the domain of solid solutions. 


AcTION OF THE Hot WALL AS THE CHIEF CAUSE OF CORROSION 


In his Carnegie scholarship work of 1908, the author availed himself 
of the determination of the cooling power of liquids as being of impor- 
tance for steel quenching. In the most direct method employed, an elec- 
trically heated platinum wire was surrounded by a stream of the liquid 


— 


5 A. A. Pollitt: ‘“The Causes and Prevention of Corrosion.” London, 1923. 
6 U. R. Evans: “The Corrosion of Metals,’”’ London, 1924, 
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to be tested. It was found, however, that this method was impracticable 
for ordinary water. The platinum wire, even at a comparatively low 
electrical current strength, was locally overheated, which caused the 
wire to melt off. This rather unexpected behavior of the wire was found 
to have the following origin: from the streaming water containing dis- 
solved (no entangled) air, some gas was deposited on a given spot of 
the wire and the air bubble thus formed prevented the liquid from 
cooling; hence the local overheating. The adhesion of the air to the 
hot wire, presumably to some spot of slightly higher temperature, was 
found to be so great that no practicable increase of the water speed pre- 
vented it. The only prevention was to render the water air-free, which 
was effected by prolonged boiling and subsequent cooling (say under 
liquid paraffine). 

Later, having to deal with some badly corroded boiler tubes, the author 
found that the local pitting must be closely connected with the local over- 
heating experienced in the case of the platinum wire. As a matter of 
fact, and as was borne out by some simple experiments, the action met 
with on platinum must be a general one. 

As is well known, even in homogeneous moist air a new phase (liquid 
water) appears on every point where the temperature is below a definite 
value (the dew point). This implies that the partial pressure of the 
water is determined by the lowest temperature occurring. This is often 
designated as ‘‘the action of the cold wall.” On the other hand, in a 
liquid containing air, or another gas, in solution, a new phase (gas) will 
appear on every point where the temperature is above a definite value 
(depending on the concentration and solubility of the gas). This implies 
that the partial pressure of the dissolved gas is determined by the highest 
temperature occurring. In order to have the analogy borne out as clearly 
as possible, we will designate this as ‘‘the action of the hot wall.” 

We may comprise both cases under the same rule: Given a homo- 
geneous solution of any aggregation state, phase A: If then the solu- 
bility of the solute decreases with decreasing temperature, a new phase 
B, which is richer in the solute, will appear at a point of (sufficiently) 
low temperature (action of the cold wall). If the solubility decreases 
with increasing temperature, the new phase B will appear at a point of 
(sufficiently, high temperature (action of the hot wall). 

As the case in which solubility decreases with decreasing temperature 
(or increases with increasing temperature) is much more frequent than 
the case of a solubility decreasing with increasing temperature, we easily 
realize that the action of the cold wall has received a certain amount of 
attention, which has not been the case with the action of the hot wall. 

Both follow so directly from the well-known laws of heterogeneous 
equilibrium that no actual deduction is necessary. Likewise, no demon- 
stration is needed to illustrate the action of the cold wall; at least during 
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winter time every wearer of spectacles experiences its influence more 
frequently than he likes. On the contrary, some demonstration of the 
action of the hot wall is desirable, as this is much less familiar to us. 

As a first demonstration of the action of the hot wall, the following 
experiment may be described. A thin platingim strip ABC, Fig. 3, the 
width of which is variable, is pressed in between two electrodes fixed 
in a rubber-tightened wooden cover D of a horizontal cuvette E, through 
which a stream of aérated water 
passes. When a weak current is 
passed through the platinum strip, 
the narrow part A is sensibly heated 
and a considerable number of air 
bubbles are precipitated on it. If 
the current intensity is increased, air 
bubbles will also be deposited on B; 
at a still higher intensity of current, 
some bubbles will also appear on C. 
The aspect of the strip in the three 
cases is shown in Fig. 4, (a), (0), (c); 
the air bubbles are shown to have formed in preference on the hottest 
parts in contact with the liquid. 

In order further to demonstrate that the points where air is precipi- 
tated are apt to become superheated, a considerable number of experi- 
ments were carried out, thin strips of platinum (0.02 mm.) as well as of 
silver and tin being used; but these proved to be failures. From these 
negative experiments, however, a result important for the later work 
was obtained: it was found that a sufficiently thin, electrically heated 
metal strip, even when immersed in aérated water, is but little affected 
by local superheating due to adhering air, for the reason that there is but 
little probability that an air bubble will be formed simultaneously 
on both sides of the strip at the same point; as a matter of fact, the 
undisturbed cooling from one side generally prevents any considerable 
superheating. 

However, this stability of thin immersed strips must not be over- 
rated. In one of the experiments a thin strip of nichrome tape (1.0 by 
0.10 mm.) was electrically heated in aérated water, with the long axis 
horizontal and the tape plane vertical. In some cases, on passage of 
the current, air bubbles were formed at the lower edge of the tape, 
projecting on both sides; the result is shown in Fig. 5. At two points of 
the lower edge, a superheating has taken place, with a partial melting 
of the metal; a “pitting” of the tape may be said to be caused in a purely 
thermic way. Aa 

At all events, to enable us to demonstrate this local superheating In a 
more convenient way—as follows from the above experiments—the 


Fig. 3.—ARRANGEMENT OF DEMONSTRA- 
TION APPARATUS. 
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Fig. 4.—SucCESSIVE APPEARANCES OF AIR BUBBLES ON PLATINUM STRIP SHOWN IN 


Fia. 3. 


Fia. 5.—PIrvrinG oF A NICHROME TAPE, CAUSED IN A PURELY THERMIG MANNER. X 4.5. 
1 
/ 
| 


—.. $$ — $e 
Fic. 6.—THERMICALLY PITTED Fi1a. 7.—Same as F1a. 6, IN TRANSMITTED 

PLATE OF FUSIBLE ALLOY, IN RE- LIGHT, X 0.7. 

FLECTED LIGHT. X 0.7. 
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metal plate must be cooled only from one surface, as is the case with 
boiler or condenser tubes. Accordingly, the final demonstration experi- 
ment was carried out as follows: A plate 0.3 mm. thick was rolled out 
from the low-melting Newton’s alloy (melting point 94.5° ABIES, EO; 
Sn. 3 parts by weight). A round disk (60 mm.) of this alloy was heated 
from below by steam, which could be slightly overheated, while the 
upper side was cooled by a water stream; the resulting appearance of the 
disk, by reflected light, is shown in Fig. 6, magnification 0.7, and by 
transmitted light in Fig. 7. On account of the low melting point of the 
alloy, local melting and perforation have taken place at some points, 
where adherent air has diminished the intensity of the water cooling of 


Fic. 8.—ASPECT OF A SINGLE THERMIC Fic. 9.—APPARATUS FOR DEMON- 
PITTING.  X 10. STRATION OF HOT-WALL ACTION. 


the upper surface. The characteristic aspect of such a purely thermic 
“‘pitting”’ of the heated and cooled metal may also be seen in Fig. 8. 

The next step in the demonstration would naturally be that of evi- 
dencing that the local heatings considered, while not intense enough for 
causing the metal to melt, in the case of a base metal such as iron or 
brass, will cause a much accelerated chemical attack by the water, or 
more strictly speaking by the water vapor, or oxygen, contained in the 
adherent air. Such a demonstration, however, cannot be considered as 
necessary, as it is well known to every chemist how rapidly chemical 
activity increases with temperature. To give a single chemical example: 
the speed of saponification is known to become doubled on a temperature 
increase of only 10° C. 

We will refer instead to another purely physical demonstration experi- 
ment concerning the action of the hot wall. In Fig. 9,"4 Bis a glass tube 
with a strangulation in the middle; when nearly filled with water the tube 
was sealed. The compartment A may be quite filled with water while 
B contains an air bubble as indicated. If A is heated by a microflame 
C placed below it while B is air-cooled by a strip of copper plate D; 
in a short time the air bubble in B will “distill” over to the hot wall and 


be found in A, 
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Conclusion 


In water-tube corrosion, the air content of the water has already been 
considered as dangerous (perhaps largely on account of its oxygen content), 
but on the other hand, no reason has been found for this air or oxygen 
content to cause any local corrosion or pitting of the metal—the most 
dangerous form of attack. 

It has been established that a purely physical—rather paradoxical— 
effect must influence the problem, v7z., the “action of the hot wall,” 
implying that from air-containing water a gas phase is precipitated 
on the hottest points of the wall—in a way similar to the precipitation 
from moist air of a liquid phase on the coldest bodies in contact 
with it. 

This local precipitation of air will, on definite points, necessarily 
prevent the water from exerting its cooling power on these points, and 
the result will be a considerable temperature increase there. As has 
been demonstrated, this local superheating, under given circumstances, 
can give rise to a local, purely thermal pitting of the metal wall; further, 
if chemical action comes into play, the local superheatings a fortiori will 
cause local corrosion of the metal. This action must be self-accelerating ; 
the deeper the pittings already formed, the greater the local variation in 
temperature and in air precipitation, with resulting further increase in 
temperature difference and in corrosion. This being so, we also obtain 
the explanation of the fact that two metals so different in character as 
iron and brass seem to behave in a very similar way. 

The important question is how to counteract this obnoxious corrosion. 

1. Itis evident that the surface of the metal must be as even or smooth 
as possible (the tube thickness as regular and the metal itself as homo- 
geneous as possible). Any metallic projections from the surface are 
liable to act as centers for the formation of the gas phase. This con- 
clusion, however, is not new, as from nearly every point of view in cor- 
rosion the smoothness of the surface is desirable. Unfortunately, from 
the standpoint of the practical engineer, only little can be done in 
this direction. 

2. It is obvious that the formation of an even sea-scale layer on the 
metal surface—at least if not too thick—must protect the tube in lessen- 
ing the effect of any temperature differences that may exist in the metallic 
surface. This likewise conforms to full earlier experience, but little 
can be done, as it seems, in this direction. 

3. If the tube surface is originally very smooth a high speed of the 
water 1s likely to be in opposition to the air precipitation, though prob- 
ably in no way excluding it; on the other hand, if the surface is roughened, 
a very high speed will scarcely have any beneficial influence, 
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4, The only radical means to avoid corrosion will be to remove the 
possibility of air precipitation in using a water devoid of air. This, 
likewise, is no novel conclusion: on the contrary practical means of 
removing the air content of water is an old desideratum. Here, how- 
ever, the chemical method is out of the question, as the nitrogen that is 
then left unremoved will exert the same influence of local superheating. 
The physical method used hitherto, involving the combination of heating 
and vacuum, signifies a considerable complication. It is therefore very 
fortunate that the elucidation gained as to the main cause of this corro- 
sion will at the same time offer the rational remedy, “elements beaten 
with their own arms,” or ‘‘elementa suis armis devicta,” being a sound 
principle. As a matter of fact, the action of the hot wall may be taken 
advantage of in order to remove the air, or other gases, at places where it 
causes no harm. 


THe Remepy: Rationat AtR REMOVAL 


The most effective way of removing moisture from air probably is to 
let the air pass over a body of very low temperature (as that of liquid 
air); the action of the cold wall then causes a removal of every trace of 
water. Per analogiam, we may conclude that a very effective way of 
removing air from liquid water must be to let the water pass over a body 
of very high temperature; the action of the hot wall will then probably 
cause a very energetic air removal. 


First Experimental Apparatus 


To test the truth of this conclusion, the apparatus shown in Fig. 10 
was built up. From a large Mariotte bottle A water flows at a constant 
speed, which is read on the checking tube B, through two similar glass 
vessels J and JJ. Through rubber stops in their lower openings, two 
thick insulated copper wires are inserted; between them are fixed the 
heating spirals C,, and C, each consisting of a (150 by 1.0 by 0.1 mm.) 
nichrome tape, mounted as a spiral and having a resistance of 2.69 ohms 
each, at +18°C. The upper parts of J and JJ are graduated and contain 
stop-cocks; the temperature of the water after passing the heaters is read 
on the Hg-thermometers D, and Dz. 

To avoid any electrolysis of the water, alternating current of 50 
cycles per sec. at 300 volts isused. After passing a measuring trans- 
former EH, the current strength is read on the precision ammeter F while 
on the wattmeter G is read the energy consumed either by J or by J + IJ. 
Photographs of the apparatus proper and of the total experimental 
arrangement are shown in Figs. 11 and 12. 
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Each experiment was carried out in the following order: A constant 
water speed being secured and the vessels J and IJ being filled with water, 
the current was switched on at a given moment (after a preliminary 
adjustment of suitable resistances). At given time intervals, the volume 
of the air liberated in I and IT was read (in the first series), and readings 


Fie. 10.—Apparatus USED FOR AIR REMOVAL, 


taken of the different variables, as given in the following tables. After 
a definite time the current was broken and the vessels J and IT allowed 
to cool. The volumes of the air contained in J and in JI were then 
accurately ascertained after transfer into a gas burette containing salt 
solution. The first series executed is given in full in Table 1. The main 
figures of the series executed are compiled in Table 2 
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Fic. 11.—AIR-REMOVAL APPARATUS AS SET UP. 
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Fie. 12.—FrirRst EXPERIMENTAL APPARATUS AS SET UP. 
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Stationary State 


In Fig. 13 are given graphically as small circles the successive gas 
volume observations of the first two series. The finally determined 
values are given as dots. There is a strict proportionality between 
liberated air and time used, showing that tHe conditions are stationary. 
(At a higher current the volumes read off successively were less regular 
on account of the increasing temperature in the upper parts of J and 
IT influencing the volume readings). 


7] 10 20 30 min. 


Fig. 13.—CoONNECTION BETWEEN LIBERATED AIR AND DURATION OF EXPERIMENT. 


Reproducibility 

As will be seen from series 5’ and 5’’, Table 2, having sensibly the same 
water speed and energy consumption, the reproducibility is fairly good, 
at least in view of the fact that the volume observed in 5’, according to 
the record made, was too small because some air containing steam was 
lost in this case. Anyhow, the volume readings obtained with this 
apparatus are slightly too low as the off-flowing water contained a 
certain amount of entangled air. 


Amount of Air Separated 

As to the main point: the air quantity separated, as given in column 
18, Table 2, already in series 5’’, amounted to about 18 cm.* per liter. 
The distilled water gave a figure slightly lower, or 16.2 cm.* (series 9). 
Now, the air content of pure water, saturated with air, according to 
determinations by L. W. Winkler? at +20° C. is 18.7 cm.’ air (at 760 mm. 
0°), or at +20° C. is 20.1 cm.* (of 760 mm. and 20°). 

To ascertain how much air is actually contained, a special determina- 
tion was carried out. In this 50 cm.* was boiled in a vacuum; the 
quantity of air given off was determined over mercury by pressure meas- 


7 Landolt-Bérnstein-Both-Scheel: Phys-chem. Tabellen, 5 Aufl. Berlin, 1923, S. 766. 
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uring. By this direct method an air content at +19° C., amounting to 
16.5 cm.* (760 mm., 19°) was found with an uncertainty of about +1.0 
cm.*; to this gas content some combined carbon dioxide, not appearing 
in the analysis, might have to be added. 

From this we may conclude that by far;the greatest part of the air 
content of the water has been separated, using the new separating appa- 
ratus. The fact that somewhat more air.was obtained from the ordinary 
water than from the distilled water is probably due to the latter not 
being quite saturated. 


Energy Consumption 


With respect to the energy consumption involved in the separation 
of air from the water, it is easy, from the figures given in Table 2, to 
compare the energy consumed with the energy taken up in the heating 
of the water. It is found that, on the average, 93.8 per cent. of the energy 
used is recovered in the heating of the water. Thus, the loss, due to 
radiation (final temperature of the water is 94° maximum) does not 
exceed 10 per cent.; it could easily be diminished by insulation. 

Of course the air separation in itself demands a certain amount of 
energy. As is well known, the work done against atmospheric pressure 
in developing 1 mol of a gas (24,000 cm.* at 20°) is given by the formula 
W299 7 cal. = 58! eal. for-T = 273 + 20°. The-work done in 
separating 20 em.? per liter accordingly will be only 0.5 cal. per liter; 
7. €., corresponding to the heating of 1 liter of water from 0° to 0.0005°, 
or a quantity entirely negligible. 


Second Experimental Apparatus 


With the apparatus already described a certain air loss could not be 
avoided, because the water flowing off contained some visible entangled 
air and possibly also some dissolved air. On this account, an apparatus 
of improved construction was made; see Fig. 14. It contains three air 
separators J, IJ, and JII, placed in series, each containing two heating 
bodies (same nichrome tape as before, but of varying length). 

The intention with this was that the first air separator J should at 
once communicate a considerable amount of energy to the water so that 
the main air quantity would be separated in J, while the smaller part 
remaining would be separated in /7, and [JI would act merely as a check 
of the effective result, giving only a very small air quantity, and prevent- 
ing any entangled air from escaping. To utilize this scheme, it was 
necessary to be able to vary the relative amount of current sent through 
I, II and III, respectively. Hence, in series 11 and 12 (Table 3) shunt 
circuits were arranged according to the scheme given in Fig. 15a, permit- 
ting a much stronger current through /1 and /2 than through the 
others. It was found better to use the connection Fig. 15b, where the 
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Fia. 14.—SECOND EXPERIMENTAL APPARATUS USED FOR AIR REMOVAL. 
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Fra. 15.—WIRING PLANS FOR AIR-REMOVAL APPARATUS. 


CARL BENEDICKS 613 


strong current was passed only through J1, as otherwise a considerable 
boiling took place inJ2. The lengths of tape and the resistance at room 
temperature of the heating spirals were as follows: 


LenetuH or Tapp, RESISTANCH, 
No. Mom. OumMs 
ial 200 ; 2.65 
I2 200 2.64 
1@a 100 1.58 
112 100, 1.41 
TTT 50 0.71 
ITI2 50 0.70 


With the second apparatus, the temperature was measured by using 
four iron-constantan thermocouples 7), 72, 73, 7’, inserted in the water . 
pipes, as shown in Fig. 14; their indications were registered with the aid 
of a Double Thread Recorder. The temperature values given (Table 3) 
are mean values as read on the registrations. Fig. 16 shows the air 


Fic. 16.—SECOND AIR-REMOVAL APPARATUS AS SET UP. 


separators of the second apparatus as set up; separator I is to BS right 
(large air volume). Fig. 17 shows the complete apparatus as set up. 

The results of the four series of tests made are given 1n Table 3. Only 
ordinary water was used in this case. As shown by the last ener 
quantity of air in series 11 and 12 amounts to 16.4 and 17.0 em. ile 
respectively; or sensibly the same amounts as were obtained with the 
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first apparatus. In series 13 and 14, usi ing indi 
first : : , using the better shunting indicated 
in ie 150 the total air volume obtained, 19.0 and 19.9 em.* (760 ate 
20°), coincides with the Landolt-Bérnstein figure already referred "ye 
20.1 em.® (760 mm., 20°). Thus, the result is to be considered as a very 


Fig. 17.—SECOND EXPERIMENTAL APPARATUS AS SET UP. 


accurate one, and at the same time the improved apparatus affords a 
quantitative laboratory method—of special interest as no air solubility 
data seem to exist in other liquids than water—and one that also is easily 
utilized for industrial purposes in removing the gas content of a liquid. 
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As for Table 3, we have now evidently reached the desired effect, 
inasmuch as by far the largest air quantity is given off already by the 
separator I: the amount obtained in J/J is very insignificant. Further, 
the objection might possibly be made that some part of the gas obtained 
(and not analyzed) might be oxygen and hydrogen formed by electrolysis. 
However, in a separate experiment, it was established that one of the 
nichrome spirals in a dry condition had a resistance of 2.68 ohms, while 
when submerged in the water the resistance was found to be 2.677 ohms. 
If this difference is due to conduction in the water, it would in maximum 
give 0.2 cm. gas per liter, supposing a direct current had been used; as 
the current was alternating, this source of error may be entirely left out 
of account. 


Conclusion ~ 


We have seen that the action of the hot wall in causing a local libera- 
tion of air from ordinary water on a hot-tube wall must be considered 
as an extremely important factor in corrosion—though of course a 
number of other factors may also be of influence. Nevertheless, the same 
action may be taken advantage of in order completely to remove the air 
from the water before it enters into the tube proper, thus preventing 
corrosion: elementa suis armis devicta. 


Tue LupwiG-Soret AcTION 


The central place in the foregoing investigations is marked by the 
phenomenon we have designated as the action of the hot wall. This 
action means that from an originally homogeneous solution a new phase 
is separated at points of a higher temperature. Now, the separation of 
a new phase generally implies the previous concentration of the com- 
ponent that is predominant in the new phase. We thus are led to the 
consideration of the action of the hot wall as being a special case of a 
much more general effect; viz., the spontaneous concentration differ- 
ences that may occur in a primarily homogeneous solution, when sub- 
jected to locally different temperatures. 

This phenomenon was first discovered by C. Ludwig in Vienna in 
1856. It received very little attention, however, and was rediscovered, 
in 1879, by C. Soret in Geneva—after whom it is generally called. J. H. 
van’t Hoff, in 1887, ventured to give a theory of the phenomenon, which 
however, by an experimental investigation, 8. Arrhenius (1898) has 
shown to be incorrect.* A demonstration apparatus of the phenomenon 


8 Van’t Hoff (Zichr. f. phys. Chem. (1887) 1, 487) started from the assumption that 
the osmotic pressure must be the same in all parts of the solution. It appears to 
the author to be necessary instead to use as a starting point the fact that the thermo- 
dynamic potential, or the function ¢, which is dependent on concentration, tempera- 
ture, and pressure, must be constant in different parts of a system. 
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was devised by R. Abegg (1898). The theory was improved by W. 


Duane (1898), and also by G. Tammann. In the laboratory of the 


latter, an experimental investigation was carried out by A. Hilert (1914). 
These references seem practically to comprise almost the entire original 
literature on the subject. t 

The reason why so little has been done is principally the great amount 
of time considered necessary in order to reach an equilibrium. Arrhenius 
spent 90 days for his experiment; in the 
work of Hilert, however, the time was “ 
reduced to about 20 hours. sd 

The most interesting results ob- * 
tained, as summarized by Hilert, are 
the following: - 

1. In a primarily homogeneous solu- 
tion column subjected to a temperature 
gradient an equilibrium is finally obtain- 
ed, inasmuch as the quotient of the con- ™ 
centration C,, in the cooled, lower part 
end the concentration C, in the hotter, 


u 


C 
upper part, or C becomes constant. 
: & a ir a ee 
2. The quotient C. is always found to UGA Ge 
o 
be greater than 1: 7. e., the solution is 1}, amolnedes geben Saffes auf 1009rWosser 
always found to have a higher concen-  m—=*#__#_ __# _¥ 
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aaa ni the cold part than in the Pe eae 
ot part. 


3. The ratio = increases nearly in all cases with the primary concen- 


tration of the solution; see Fig. 18 (Hilert). With decreasing concentra- 
tion the ratio approaches to 100. For LiCl the ratio is constant, for HCl 
it decreases with increasing concentration. 

4. As for water solutions containing LiCl, NaCl, KCl, and SrCle 
respectively, the concentration ratio increases with the molecular weight 
of the solute. 

5. The phenomenon does occur also in non-aqueous solvents, such as 
acetone and nitrobenzol. 

This concentration change due to a temperature gradient having been 
proved to exist within ordinary liquids, it can not be denied that there is 
some probability of its existence likewise in molten alloys, though not 
observed—at least not directly—as yet. This gives the Ludwig-Soret 
phenomenon a certain interest for metallography. Before entering 
thereupon, we shall first examine somewhat more closely some of the 
results already referred to. 


$0 
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As stated under 2, the cold region of the solution has always been 
found to become the more concentrated one. From this, however, it 
seems to the author impossible to infer that the opposite may not likewise 
occur. Asa matter of fact, let us suppose that there is a real tendency 
for the hot region to become more concentrated so that in a horizontal 
tube the hot part will be (say considerably) more concentrated. Now, 
suppose that the tube is turned in a vertical position with the hot end 
upwards, then the concentrated solution will probably descend to the 
bottom and it will appear as if there was a tendency for the cold portion 
to become more concentrated—which according to the assumption made 
is not the case. 


Cc 


Fic. 19.—APPARATUS USED FOR STUDYING LUDWIG-SORET ACTION. 


In order not to obtain results falsified by the action of gravity, the 
procedure would have to be thus: First, place the tube in a horizontal 
position; if it is found that—notwithstanding the convection currents— 
the hot part becomes more concentrated, the tube should be tilted gradu- 
ally so that the hot end comes downward. Only in this way would it be 
possible to establish the paradoxical result: a stable equilibrium of the 
column, being hotter in the lower part than in the upper part. From 
these considerations it appears to the author to be indispensable to 
investigate in each case if, or how, gravity influences the Ludwig-Soret 
phenomenon. Some experiments, though by no means of a definite 
character, were carried out in this direction with the following method: 

A glass tube A (Fig. 19) having an inner diameter of 18 mm. was 
strangulated in the middle to5 mm. The right-hand portion was heated 
to +78° C. by means of a brass vessel B containing alcohol, which was 
kept boiling electrically; C is a tube for condensing the alcohol vapor. 
A cooling vessel D was kept at +16° C. by running water. By means of 
the split copper disks H and F, the temperature fall is localized to the 
middle portion of the tube. A rubber stop G is perforated by glass 
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tubing, which is intended for keeping a thermocouple and also for sepa- 
rating the two parts of the liquid, after an experiment—for which purpose 
the closed ends of H (and H’) had a short rubber coating. 

The strangulation permitted the experiments to be carried out in a 
horizontal position of the tube without mug¢h influence from convection 
currents; it obviously had the effect of lessening the diffusion speed. 
This, however, was not so serious an inconvenience, as even very small 
concentration differences could be accurately determined by means of an 
interferometer for liquids by C. Zeiss (construction F. Léwe). 

The main experiment carried out was as follows: A sodium-chloride 
solution containing 20 gm. NaCl per 100 gm. H.O—thus 3.43 normal— 
was heated as described, the apparatus being horizontal. After 52.5 


“20 


“10 


60 100% 
Fic. 20.—INFLUENCE OF GRAVITY ON LupWIG-SORET ACTION. 


hr., the concentration difference was found to be 0.053 per cent. NaCl, 
the cold part being the more concentrated; after 93 hr. the difference was 
found to be 0.257 per cent. 

The apparatus was then turned over into a vertical position with the 
heated part on top. After the lapse of 47.5 hr. the concentration differ- 
ence was found to be 0.292 per cent. NaCl in favor of the lower part. 

For the sake of comparison, these values are represented graphically 
in Fig. 20. It will be seen that there is considerable difference between 
the result obtained with a vertical position—as used by all previous 
workers—and a horizontal position: in the vertical position the speed of 
the concentration changes appear to be about six times greater than in 
the horizontal position. This does not prove that the final equilibria 
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will differ in the same way,° but it appears highly probable that the 
Ludwig-Soret phenomenon as determined so far is affected by gravity in 
an unmistakable manner, not before taken into consideration. 

It is interesting to compare this conclusion with the result mentioned 
as 4, page 617; viz., that the concentration at the lower part of the vessel 
has been found to increase with the atomic weight of the solute. 

In addition to this, we also might consider that Hilert, for chloride of 
lithium, found a concentration ratio in acetone (specific gravity 0.80) 
considerably greater than in water, and for acetic acid a ratio in water 
considerably greater than in nitrobenzol (specific gravity 1.20). Thus, 
the lighter the solvent, the greater is the tendency of the solute to sink to 
the lower part of the vessel. It appears doubtful whether the same will 
be true in case the determinations are made independent of gravity, 
and whether the cooler solution thus always will be found to be the 
more concentrated. 

In one experiment carried out with the foregoing apparatus (hori- 
zontal) on a solution containing 30 gm. MgSO, per 100 gm. H.O, aftera 
lapse of 42 hr., it was found that the portion which has been heated had a 
concentration slightly greater than the colder portion; the difference 
however was only 0.35 drum divisions of the interferometer and evaluated 
in per cent. was very insignificant. 

Because of the results now reached, this work will be pursued with a 
modified method. However, we may already conclude that the position 
reached by previous workers—the cooler portion gets the higher concen- 
tration—may not be a general law. 


SEGREGATION IN Mouren [Ron, OccCURRING PREVIOUS TO SOLIDIFICATION 


A Swedish metallurgist some time ago asked the author for an explana- 
tion of his unexpected result in finding a higher carbon content in the 
outer layer of some large ingots than in the interior. The metal being 
gray iron, the author’s first answer was to suggest errors in analysis, due 
to a systematic graphite loss. A number of careful control analyses 
having then been made, the former result was corroborated. This 
induced the author to consider the question of segregation from a wider 
point of view than that generally taken. 


* The values found here are much lower than those found by the previous workers. 
Thus, in the last case a concentration quotient was found of 
20.00 + 4 - 0.292 
20.00 — 14 - 0.292 
while Eilert using sensibly the same temperature difference and solution found 
an equilibrium quotient amounting to 1.071. This difference is obviously due to 
the strangulation of the vessel used here, permitting horizontal work but necessitat- 
ing a much prolonged duration of time, 


= 1.013 
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As a matter of fact, segregation since the earliest times has been a 
very obscure phenomenon, until the phase rule and the whole doctrine 
of heterogeneous equilibrium gave us the explanation of its most striking 
characteristics. So the fact that in a mild steel a concentration of carbon 
nearly always occurs in the last solidifying portion, as well known, is 
directly explained on considering the change in the heterogeneous equilib- 
rium as evidenced by the solidification diagrams. (It is true that 
exceptions from the regular segregation behavior as predicted by these 
diagrams might occur as the result of gases liberated during the course 
of the solidification; of course, this item is not considered in the diagrams.) 
Nevertheless, there are some characteristics of segregation that, so far 
as the author knows, have not received any elucidation. Before briefly 
referring to this aspect of segregation let us at once state that a solidifica- 
tion diagram is only the expression of the heterogeneous equilibrium— 
the equilibrium between the phases—of a system, presupposed to have a 
uniform temperature all over. 

On the contrary, the thermal diagram as hitherto given expresses 
nothing regarding the homogeneous equilibrium, or for the equilibrium 
of a homogeneous phase parts of which have different temperatures. 

Hence, if we find that the composition of a homogeneous phase, when 
subjected to a temperature gradient, is locally changed; or, in other 
words, if we find the Ludwig-Soret phenomenon to be valid likewise for 
metallic phases, this will stand in no opposition to the existing diagram 
of thermal equilibrium, it will only signify a supplementing of them. 

Dealing with segregation, it is natural first to consult the work by 
H. M. Howe. In his “Metallurgy of Steel’ (1890), Howe refers to an 
investigation of Maitland (1887) summed up in a diagram (Fig. 80) which 
gives the carbon content at different points in the vertical section of a 
large ingot. This is reproduced in Fig. 21. The inner part of the ingot 
(corresponding to five vertical columns), where the solidification has been 
quite slow, well illustrates the segregation as explained by the equilib- 
rium diagram (later established): the lower end of the interior has a 
very low carbon content (about 0.23 per cent.) ; this increases successively 
in the upper parts—which have solidified later—so as to reach a high 
value near the top (about 0.7 per cent.). This interior part, however, is 
surrounded by an outward layer which, on account of the cooling effect 
of the mold, must have solidified much more quickly than the interior; 
it thus must better represent the concentration state before beginning 
solidification. Now, in this outer part of the ingot, a slight increase in 
the carbon content is to be found when progressing from the top to the 
lower part (mean value of the lower half part of the first column is 0.320 
per cent., of the upper part 0.287 per cent.). 

In his later book ‘Iron, Steel and Other Alloys” (1903), where the 
same figure is reproduced, Howe refers to an “abnormal segregation” in 
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cupriferous silver. ‘The explanation of this phenomenon does not seem 
clear. Convection currents and gravity stratification of the nascent 
solid constituents in the act of freezing may contribute.” 

An exhaustive investigation on segregation in steel ingots is that of B. 
Talbot. In the outside portion of a large ingot (6000 lb. or 2721 kg.) he 
found the following figures. 


POInts eve eee. ee eee es 1 (top) 2 3 4 5 6 7 8 9 10 11 12 (bottom) 
Carbon content,...,....-. 33 32 31 32 35 37 38 38 36 38 41 43 


This unmistakably indicates that the carbon content in the outer 
part increases toward the bottom; this segregation, however, does not 
occur in the case of aluminum addition before pouring. 
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Fic. 21—SEGREGATION IN A LARGE INGOT, ACCORDING TO MarrLAND AND Howe. 
PERCENTAGE OF CARBON AT DIFFERENT POINTS IN VERTICAL SECTION OF A LARGE 
INGOT; DEPTH OF SHADING OF SPOTS IS ROUGHLY PROPORTIONAL TO PROPORTION OF 
CARBON. 

Fic. 22.—DIsTRIBUTION OF CARBON IN A LARGE STEEL INGOT, ACCORDING TO 
BERGLUND. 


A number of valuable papers on segregation have been published 
by P. H. Dudley (1913), R. A. Hadfield (1912), H. M. Howe (1907) 
P. Oberhoffer (1920), B. Osann (1912), A. Pourcel (1893), J. E. Stead 
(1906), A. Wahlberg (1901), F. Wiist and H. L. Felser (1910), and many 
others; and due attention to the matter is paid in the textbooks as in 
those of F. W. Harbord and J. W. Hall, B. Osann, H. Wedding, without 
throwing much light on the kind of segregation we are studying. How- 
ever, a careful scrutiny of a 0.19 per cent. steel ingot has been made quite 
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recently by T. Berglund (1923) at the School of Mines in Stockholm. 
The distribution of carbon is clearly shown, the algebraic differences 
from the mean value being taken as vertical codrdinates at each of the 
109 points analyzed; see Fig. 22. The result is a very regular one; a 
similar, regular distribution was obtained also for phosphorus and sulfur. 

The interior part (clearly marked by blowholes) has a carbon content 
low at the bottom (0.16 per cent.) and increasing (to 0.21 per cent.) near 
the top. The outer part, on the contrary, has a carbon content of 0.19 
per cent. at the bottom and decreases regularly to 0.15 per cent. at the top. 

This result constitutes a valuable corroboration of the earlier ones, 
already referred to, and is borne out by the fact that Berglund, like pre- 
vious workers, found sulfur and phosphorus to vary essentially in the 
same way. 

Assuming accordingly the distribution as thus found to represent the 
general rule we are justified in saying: The segregation of the interior of a 
large ingot, giving the highest carbon content near the top, is essentially 
explained by the diagram of heterogeneous equilibrium, assuming the 
freezing to progress from the bottom part. The concentration differ-. 
ences of the outer part, on the contrary, showing the highest carbon con- 
tent at the bottom, cannot be explained by this heterogeneous diagram 
but affords a strong evidence in favor of a Ludwig-Soret effect, occurring 
in the molten iron containing a low carbon content.1® 

Regarding higher carbon contents, a few isolated segregation data 
are available. So Osann," in his “Lehrbuch der Eisen und Stahlgiesserei”’ 
refers to a pig-iron analysis quoted by Ledebur: 


C, Si, Mn, P, 8, Cu, 
PER PER PER PER PER Par 
Cent. Cxrnt. Cunt. Crnt. Crnt, Crnr. 
(CHUMHEIP OPED 0's cco Se Sacer Ca S297 o.O5) Los) 0.02) 0.03) 004 
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Thus a decided carbon surplus was found in the cooler outer part. 
It seems, however, scarcely possible to draw any definite conclusion from 
a few isolated figures. The author, therefore, values the opportunity, 
afforded him by the courtesy of the Surahammars Bruks Aktiebolag, 
Sweden, of presenting here some data, being the result of an elaborate 
investigation made by G. Malmberg, at Surahammar. 

A section had been obtained from a large cast-iron roll (weight about 
20 tons). Carbon and phosphorus were determined with the greatest 
possible care, especially so as to avoid any error due to graphite loss, on 


10 As pointed out to the author by B. Kjerrman, the tar generally used in the 
molds might influence the carbon distribution; this, however, is not very probable, as 
phosphorus and sulfur are subjected to similar changes as carbon. 

1 At the same place Osann quotes a case of segregation observed by Reusch in a 
roll, cast in bessemer steel: upper neck, 0.215 per cent. carbon; body of roll, 0.309 


per cent. carbon; lower neck, 0.314 per cent. carbon. 
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20 points at different distances d from the surface. The result, as com- 
municated by Mr. Malmberg, has been reproduced graphically as a 
function of din Fig. 23. Making allowances for unavoidable local differ- 
ences in composition, we see that the carbon content, 3.62 per cent. at the 
surface, decreases quite considerably toward the center of the roll; this 
differentiation in carbon content seems to have no connection with the 
fact that the outer zone (about 30 mm.) is white, while the interior is 
gray. Further, the same holds true for the phosphorus content, which in 


(Malmberg) 
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Fig. 23.—DIsTRIBUTION OF CARBON AND PHOSPHORUS AS A FUNCTION OF THE DIS- 
TANCE d FROM THE SURFACE OF A LARGE INGOT, ACCORDING TO MALMBERG. 


a slightly more irregular way decreases from about 0.475 per cent. at the 
surface, to below 0.40 per cent. near the center. Thus, as was already 
found by the determinations at a low-carbon content, a remarkable 
carbon segregation occurs—the carbon content increasing when progress- 
ing with the temperature gradient which must have existed previous 
to solidification. The direction of this segregation, as in the earlier cases, 
is the opposite to the direction of segregation that may be deduced from 
the heterogeneous equilibrium diagram. 

It might be supposed that the lowering of the carbon content toward 
the center might be due to some considerable amount of carbon being 
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ejected from the still liquid portion of the metal, as graphite flakes 
(“kish”’). This explanation, however, would be contrary to the equilib- 
rium diagram, as this separation of graphite from the molten metal 
demands a total carbon content slightly surpassing 4.0 per cent. (the 
eutectic content being near 4.07 per cent.!2),. , While the present carbon 
content is much lower. Furthermore, the phosphorus segregation evi- 
dently could not be explained by that UA 


Heechicon, 


From the foregoing facts, we conclude that the particular form of 
segregation in molten iron which implies a concentration of carbon 
toward the cooler portions—being apparently contrary to the heterogene- 
ous equilibrium diagram—is due to Ludwig-Soret phenomenon occurring 
likewise in the domain of alloys; in this effect, as we have seen, a concentra- 
tion of the solute to the cold portion is the only case hitherto observed. 


LupwiG-SorEet ACTION IN VARIOUS ALLOYS 


From the foregoing it is natural to infer that the Ludwig-Soret phe- 
nomenon also occurs in molten metals (saltsand soforth) ingeneral. The 
wide field that in this way is opened for metallographic investigation 
has so far only been approached by the author and his collaborators. It 
may be mentioned here, however, that considerable concentration 
changes have been found in some determinations made by Mr. P. Seder- 
holm, in the case of bismuth-tin alloys, kept throughout in the liquid 
state. An experiment, carried out by 8. Wassman had given a consider- 
able concentration difference in molten steel; the results, however, being 
strongly affected by oxidation, are not conclusive. 

It is well known to every mining engineer that in geology the problem 
of magmatic differentiation, or the formation of differences of concentra- 
tion in a silicate magma, has been the object of much discussion. From 
the facts now dealt with, especially those concerning liquid alloys, we 
are induced to draw the conclusion that this differentiation, in so far as it 
concerns a completely liquid magma, must depend to a very considerable 
degree on a generalized Ludwig-Soret action. 

On consulting the geological literature, one finds that this point of 
view is not new. It has been proposed by J. J. H. Teall (1886-88), 
A. Lagorio (1887), and W. C. Brégger."* On the other hand, petrograph- 
ers have expressed the opinion that ‘‘Soret’s principle cannot be applied 
to magmas;’’!4 more recently, in discussing the subject, Bowen’ came to 


12 CG, Benedicks: ‘‘ Metallurgie’”’ (1906) 3. 
18 J. H. Vogt: Geol. Foren. Férhandl. (1891) 13, 476. 
14H, Backstrom: Jnl. of Geol. (1893) 1, 773. 
15 N, L. Bowen: Jnl. of Geol. (1915) 23 (Supplement to No. 8), 1. Iam indebted 
to Prof. P. Quensel for referring to this paper. 
VOL. Lxx1.—40 


626 ACTION OF HOT WALL 


the conclusion that the Soret effect, in the case of magmas, would be 
quite negligible. 

It is not possible for me to share this opinion—though it seems at 
present to be the prevalent one among geologists. As a matter of fact, 
the experimental items treated in this lecture, especially the segregation 
in large ingots, decidedly support the view that the magmatic differen- 
tiation cannot be fully investigated—just as is the case with the metallic 
segregation—without due consideration of the Ludwig-Soret action. It 
is quite obvious that at comparatively low temperatures, near the freezing 
range of the magma, its influence must be weak as compared to the differ- 
entiation due to crystallization; on the contrary, at much earlier periods 
with a considerably higher temperature of the magma, its influence 
presumably has been a very marked, regional one. 

The general influence of the generalized Ludwig-Soret phenomenon 
thus might exert a marked influence on this planet, in its entirety, and 
possibly also on other stellar bodies. 

I hope in this lecture to have succeeded to some extent in illustrating 
that research, even when dealing with prosy problems of immediate 
practical interest—as that corrosion of boiler tubes cannot afford to dis- 
pense with the practical aid of abstract science; and on the other hand 
that pure science can scarcely finds its full development without contact 
with the practical problems of life. 
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Recrystallization and Grain Growth in Soft Metals 


By Maurice Cook, M. Sc., Pu. D., anp Uticx R. Evans, M. A., 
CAMBRIDGE, ENGLAND 


(New York Meeting, February, 1925) 


Tue structural changes in metals brought about by annealing follow- 
i ng a deformation at a low temperature has been the subject of many 
investigations. No less than eleven metals and alloys have been studied 
in some detail; namely, aluminum,! tungsten,” iron,? copper,‘ gold,5 
zinc,® cadmium,’ tin,’ lead,® brass,’ and cupronickel."' As a result, it is 
possible to frame a qualitative statement of the effect of the degree of 
deformation and the temperature of annealing on the structure finally 
attained. 


1H. C. H. Carpenter and C. F. Elam: Jnl. Inst. Met. (1921) 25, 259. 

E. Rassow and L. Velde: Zischr. Metall. (1921) 13, 557. 
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C. J. Smithells: Trans. Faraday Soc. (1922) 17, 485; Jnl. Inst. Met. (1922) 27, 
107. 

3 C. Chappell: Jnl. Iron and Steel Inst. (1914) 89, 460. 

R. H. Sherry: Trans. Faraday Soc. (1916-17) 12, 284. 

A. E. White and H. F. Wood: Proc. Am. Soc. Test. Mat. (1916) 16, Part II, 82. 
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Errect or DrGREE oF DEFORMATION 


It appears to be a universal rule that the smaller the amount of defor- 
mation has been, the larger the grain size produced on annealing, provided 
always that the temperature of annealing is sufficiently high, and the 
time allowed is sufficiently long, for the structural changes to complete 
themselves. The reason is probably as follows: Deformation involves a 
passage from a stable to an unstable state, so it is natural to suppose that 
when the temperature is raised sufficiently, the atoms in the disorganized 
regions will commence to rearrange themselves in a manner representing 
a greater degree of stability. The most disorganized regions—according 
to the ordinary ideas of gliding—will be the crystal boundaries and the 
gliding planes. It is significant that in both aluminum’ and copper,'* 
the crystals produced on annealing appear first at the grain boundaries 
and grow out most readily along the direction of the boundaries; while 
in cupronickel,!* the new crystals seem to be formed preferentially along 
the gliding planes and grow most rapidly in the direction of those planes. 
The greater the amount of disorganized matter in a specimen, the greater 
is the number of grain nuclei that will be formed in unit volume; in other 
words, the greater the deformation, the smaller the final grain size. As 
already stated, this is found to be the case. 

But the changes that occur on annealing do not consist only in the 
formation of fresh grains from nuclei (recrystallization); some of the old 
grains grow at the expense of their neighbors. Carpenter and Elam!*® 
think that it is the deformed crystals which grow at the expense of the less 
deformed. As pointed out by one of the present authors,!® this view 
appears to be inconsistent with the generally accepted principles of 
crystallization and of heterogeneous changes generally. The stable phase 
will always tend to expand at the expense of the metastable phase; if ice 
and water are in contact below 0° C., the ice will grow into the water, 
not the water into the ice. The suggestion was put forward, therefore, 
that it is the least deformed grains that grow; this view has since received 
support from Smithells.!” 

Various other views have been expressed regarding the factors deter- 
mining which grains shall grow at the expense of others. Jeffries!8 
has asserted that the ae grains will tend to consume the small ones. 
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Smithells'’ has expressed a similar view, quoting the thermodynamical 
work of Pawlow” to show that the big grains must grow and the small 
ones must perish. But Pawlow’s argument, if it is applicable at all, 
would lead to the view*! that the grains with small (convex) curvature 
should grow at the expense of those with great curvature; this does not 
necessarily mean that the large grains consume the small ones, unless 
the grains are spherical. 

The thermodynamical argument, however, did lead to the suggestion”2 
that “where the boundary between two grains was curved, the grain on 
the concave side would tend to grow into the grain on the convex side, 
thus reducing the interfacial energy of the system.’’ This prediction 
recently received experimental confirmation by the work of Vogel.? 

Other views of the mechanism of grain growth after deformation have 
been put forward. Tammann* thinks that even in the purest speci- 
mens of metal obtainable, a thin film of impurities exists between the 
grains, isolating them from one another; the function of deformation is to 
break down this film and bring the grains into real contact with one 
another, thus allowing recrystallization or grain growth to take place. 
It is undeniable that the presence of impurities that constitute a separate 
phase (for instance, thoria in tungsten,”® and iron carbide in iron?®) 
do hinder grain growth. But it seems highly improbable?’ that a film 
of intergranular impurities really exists in the purest samples of most 
metals; certainly it is difficult to picture this film as being so continuous 
and perfect as to isolate the crystals from one another. Furthermore, 
it has been pointed out by Alterthum* that in polycrystalline specimens 
obtained by the recrystallization of originally monocrystalline speci- 
mens, the grains can exist in contact with one another at high temperature 
without growth; clearly, in such cases the existence of a film of impurities 
is excluded. 

It is important to notice that although at moderately low tempera- 
tures changes only occurin metals that have received mechanical deforma- 
tion, it has been shown” that cast cadmium subjected to no mechanical 
stresses other than the slight stresses inseparable from casting shows 
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marked coarsening of structure if subjected to a long annealing at a 
temperature a little below the melting point. 

A similar change appears to take place in gold. Fraenkel*° heated 
gold at 1045° C. for 45 min., and published photographs showing the 
grain boundaries before and afbai the anneal. As the old grain bounda- 
ries were visible, after the anneal, in the same position, Fraenkel drew the 
conclusion that no change had occurred. But closer examination of the 
photomicrograph reveals that one grain at least has been invaded by its 
four neighbors, the new boundaries being shown by well-defined lines.*! 
It has also been stated by Sauerwald*? that grain growth can take place 
when metallic powders are heated, even where the method of preparation 
has been such as to exclude deformation. 

Another case where recrystallization occurs without mechanical stress 
is in the annealing of cored solid solutions, such asa-brass. Observations** 
have indicated that ‘‘one dendrite can give rise to more than one poly- 
gonal grain, and also that several dendrites may ultimately be merged 
into only one grain.’ This view has received confirmation from subse- 
quent x-ray work by Bain.*4 


Errect or ANNEALING TEMPERATURE 


The temperature needed to produce appreciable change in a deformed 
metal is higher if the deformation is slight than if the deformation is 
great. Consequently, if an article that has been deformed more in cer- 
tain parts than in others is annealed, the least deformed parts will, 
in general, escape change. If the annealing temperature is low, only the 
most highly deformed region will become recrystallized; if, however, the 
temperature is high, the change will extend farther into the regions of 
comparatively low deformation and, on account of this fact, a zone of 
very large grains will be produced.*® 

In the annealing of a uniformly deformed specimen, the elevation of the 
annealing temperature may operate in two ways: (1) It will increase the 
number of nuclei formed in unit volume in unit time (Tammann’s 
Kernzahl or K.Z.); this will tend to decrease the grain size; (2) it will 
tend to increase the velocity of crystallization (Tammann’s Kristallisation- 
Geschwindigkeit or K.G.) which, by causing the first-formed grains to 
extend and meet one another Batore fresh ones can be formed, will loeb 
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have the opposite effect.*° It is impossible to predict which of these two 
factors will prevail. Actually, the experimental evidence available 
appears to show that in copper, *” brass,*8 and tin ® a high annealing tem- 
perature usually causes a coarser grain than a low temperature; accord- 
ing to Timoféef* the same rule holds goed for zinc, but Masing*! 
has shown that under certain conditions a high temperature may 
produce a smaller grain size in zinc than alow temperature. In alumi- 
num, also, Carpenter and Elam*? have shown that under certain condi- 
tions a high annealing temperature causes a much finer grain than a 
lower temperature; in fact, their well-known method of producing mono- 
crystalline specimens**® consists essentially in heating the specimens so 
slowly that the change is completed at the lowest temperature possible. 
Jeffries** cites numerous cases of the production of abnormally coarse 
grains when a piece of metal is heated to what he calls the ‘“germinative 
temperature,” that is, the temperature just high enough to produce growth 
at a few, but only a few, points. 

The temperature required to cause recrystallization depends not only 
on the deformation but on the nature of the metal. For hard metals, a 
comparatively high temperature is required; but for soft metals, in which 
the natural restraint on atomic movement is less, the rearrangement of 
atoms in stable crystal array occurs at a lower temperature. Very soft 
metals, such as lead, are usually held to be ‘‘self annealing;” that is, 
after deformation they sometimes undergo annealing spontaneously at 
ordinary temperature. This matter will be referred to later in this paper. 


NEED FOR A STATISTICAL STUDY 


In most of the work hitherto conducted on grain growth and recrystal- 
lization, the investigators have taken photomicrographs of the metals 
at different stages of annealing and, by studying these, have arrived at a 
general impression of the changes in progress. Often the fortunes of 
individual grains have been followed through several stages; but it 1s 
doubtful whether in any research the numbers studied have been sufficient 
for applying even roughly a statistical method. The method of “ general 
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impressions” has undoubtedly led to the discovery of many of the 
fundamental truths; but where the general impressions of different 
investigators do not agree, it is impossible to decide the point at issue 
without recourse to a statistical method. The investigation described 
in this paper was primarily an attempt to obtain some statistics regarding 
the frequency of the different modes of change in lead; a certain amount 
of work was also conducted on tin and cadmium. 


Meruop or CARRYING Out THE METALLOGRAPHICAL OPERATIONS 


Materials Employed 


The lead used in these researches was Cookson’s ‘“‘superfine metallic 
lead,” and was presented to the authors by Messrs. William Jacks 
& Co.; we take this opportunity of expressing our thanks for their kind- 
ness. It contained over 99.99 per cent. of lead; even after the casting 
and rolling operations, the iron content was found to be well below 0.01 
per cent.; there was a trace of arsenic. The cadmium contained 0.07 
per cent. lead and 0.08 per cent. iron. The tin contained a trace of 
arsenic and iron. ; 


Preliminary Treatment 


The metals were cast into slabs 11 by 2.5 by 0.7 em. in an iron 
mold, and then rolled down to strips 2.5 mm. thick. These were cut 
into suitable lengths (usually 7 to 8 em.), stamped with distinguishing 
letters, pressed flat (if necessary) between sheet celluloid held between 
wooden blocks in the jaws of a vise, and annealed at 180° C. for 30 to 
60 min. The surface of the specimens, when etched, showed a good 
polygonal structure, which will be referred to as the “preliminary struc- 
ture,” see Figs. 3,4, and 5. The grain size of the lead is coarser than that 
of tin; which, in turn, is coarser than that of cadmium. The grains in 
tin and cadmium were more uniform in size than those in lead. 

The advantage of obtaining a smooth surface without polishing is 
very great. The cold work necessarily involved in polishing would have 
caused disastrous complications in interpreting the results. Further- 
more, the practical difficulties of polishing a soft metal without obliterat- 
ing the structure are considerable. 


Htching 


For lead, the etching solution that proved most suitable contained 
100 c.c. of 10 per cent. nitric acid and 6 drops of 20 per cent. chromic acid. 
The specimen was immersed in the solution, ‘in a porcelain dish, 
rubbed gently with a camel’s hair brush until the desired effect was 
obtained, then washed with water, then with 10 per cent. nitric acid, 
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and again with water. After this, it was soaked in aleohol for a few 
minutes and rapidly dried with a soft handkerchief, the last remaining 
film of aleohol being allowed to evaporate in air. 

For cadmium the same etching solution diluted with an equal part 
of water was found to be suitable. t 

For tin, in the case of the rolled specimens in the early stages of anneal- 
ing, immersion in strong hydrochloric acid for a few seconds was needed to 
develop the structure; this was followed by a longer immersion in dilute 
hydrochloric acid (1 part concentrated acid in 5 parts water) to which 
a small amount of ferric chloride had been added, in accordance with the 
plan of Heycock and Neville.*® In the advanced stages of annealing, 
the immersion in concentrated hydrochloric acid, which was apt to pro- 
duce a rather rugged, pitted appearance, could often be omitted. 


Marking of Areas 


As it was desired to photograph the same area at different stages of 
the anneal, it was necessary to have some sure means of identifying the 
area. Definition of an area by scratching or by pinholes was unsatis- 
factory because of the risk of deformation being produced. Consequently 
a special marking tool was made by pinching a cork-borer to such a 
form that it left a pear-shaped mark of the desired size when pressed 
gently on to the lead surface. When the specimen was placed on the 

Lint of 
Microscope Limit of 


Field “7, b 
Indlent made by, Microscope 
Marking Too, Field R 


Tudent made 
Ly Punch 


(a) 


(b) 


Fig. 1.—ADJUSTMENT OF MARKS TO MICROSCOPIC FIELD. 


microscope stage, it was adjusted so that the rounded end of the impres- 
sion just fitted into the circle of the microscope field as indicated in Fig. 1 
(a). Aspecimen marked with this tool is shown in Fig. 11. 

It was found that when the tool was gently pressed on to lead, the 
indentation involved so little deformation that no recrystallization or 
grain growth occurred in the area (except actually in the mark produced 
by the tool) on annealing at 200° C. Deeper marking was intentionally 
used in some cases, where a local deformation was desired. In experl- 
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ments where the specimen was subsequently to undergo severe rolling, 
a comparatively deep mark was always required, so as to avoid oblitera- 
tion; in such cases, it was considered safest to mark the specimens before 
the preliminary anneal. 

With tin, this method was not satisfactory, and the areas under 
observation were defined with reference to the letters stamped on the 
specimen before the preliminary anneal. Thus, an area could be 
identified by allowing the two prongs of the letter A to appear just on 
the edge of the specimen, as shown in Fig. 1 (b). 


Photography 


It is common practice in metallography to obtain photomicrographs 
of specimens illuminated by vertical light. This method gives excellent 
results with alloys, and even on simple metals good results are often 
obtained, especially if they have been etched in such a way as to produce 
dark boundary lines between the grains, or where the grains themselves 
are covered with twin bands or slip bands. The method does not 
prove so satisfactory, however, in developing simple polygonal structure 


Fig. 2.—GENERAL OBLIQUE ILLUMINATION. 


in a fully etched metal; for, when all the incident rays are nearly parallel 
to one another, the probability of the reflection of the light up the micro- 
scope tube by a given grain is very small: consequently while here and 
there a grain appears brilliantly white, most of the grains appear black 
or nearly black. If, however, the light strikes the specimen at all sorts 
of angles, the probability that a given grain may reflect an appreciable 
amount of light up the tube is greatly increased. It is not desirable, of 
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Frc. 3.—Lnab, PRELIMINARY STRUCTURE. Fic. 4.—TIN, PRELIMINARY STRUCTURE. 
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course, to have light arrive at every angle, as this would render every 
grain bright. 

It was found that if two electric lamps (40 watts) were placed above 
the specimen, one on each side of the tube, as shown in Fig. 2, a satis- 
factory distribution of light and shade was obtained. Some grains 
appeared white, some light gray, some dark gray, and some black. In 
several cases, what appeared under vertical illumination to be one large 
dark grain, by this method of general oblique illumination was shown to 
be a group of two or more grains. The photomicrographs shown in 
Figs. 3, 4, and 5 were obtained by this method. 

Our observations led us to believe that the reflection which causes 
certain grains to appear light comes mainly from a series of etching pits 
with which the surface becomes “‘peppered.” Certain grains that, to 
the naked eye, appeared uniformly white, when examined under a micro- 
scope, were found to owe their brightness to the presence of numerous 
etching pits, which reflected light strongly, the grain itself being dark. 
The neighboring grains, which appeared dark to the naked eye, either 
contained fewer etching pits, or pits that (because of their smaller size or 
the different inclination of their facets) did not reflect much light. This is 
illustrated in Fig. 6, which shows a rather deeply etched surface of lead. 
It is to be expected that the frequency and size of the pits in different 
grains, as well as the inclination of the facets, should be affected by the 
angle that the crystallographic axes make with the surface of the specimen. 


Deformation 


As already stated, the ‘‘marking tool’? was employed in some cases 


to produce deformation in the metallic specimens. In cases where a 
quantitative measure of deformation was desired, the method of rolling 
was always used. The length of the specimen was measured, and it was 
then passed through the rolls until a certain percentage of elongation was 
produced; care was taken that the specimen should be pulled through the 
rolls rather than pushed through them, so as to avoid undue bending. 
Measurements of the thickness with a micrometer before and after rolling 
showed that the decrease in thickness corresponded closely to the increase 
in length. 


Annealing 


For the preliminary annealing, an ordinary air bath was generally 
used; while for much of the work, in which it was merely desired to follow 
the fortunes of individual grains, a small electric oven was used. In 
the experiments designed to determine the range of temperature at which 
recrystallization, or grain growth, began to show itself in different cases 
the specimens were packed in asbestos fiber in a copper box lined nati 
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asbestos and fitted with an asbestos cover. The box was covered with 
asbestos below and at the points where it would approach most nearly to 
the walls of the oven, and was then supported on fireclay stands placed 
on the floor of an airoven. Two thermometers passing through the asbes- 
tos cover, so that the bulbs were placed among the specimens, allowed 
the temperature to be recorded in different parts of the box. 

In certain cases, it was important that the specimens should be 
brought quickly to a given temperature. , Direct heating of the specimens 
in a bath of high-boiling paraffin or aniline was then employed. The bath 
was heated a few degrees higher than the temperature aimed at, and the 
specimens were plunged in and the liquid stirred. The thermometer 
quickly fell and, by observing when this rapid fall ended, it was possible 
to get an idea as to the time needed for the specimens to reach the tempera- 
ture desired. It was found that the specimens came within a few degrees 
of the annealing temperature in a few seconds, and that after half a minute 
they might be considered to be at the temperature of the bath. 


Sratistics oF BrrTHs, GROWTHS, SHRINKAGES, AND DEATHS AMONG 
GRAINS 


The general order of procedure was as follows. The specimens were 
brought to the ‘‘preliminary structure,” and one or more marked areas 
on each were photographed. The specimens were then deformed, by 
rolling or otherwise, and the same areas were again photographed. 
The specimens were then given a series of anneals, either at the same 
temperature or at repeatedly rising temperatures; after each anneal, 
each specimen was examined under the microscope, a print of the previous 
photomicrograph being available for comparison. If thought advisable, 
a fresh photomicrograph was prepared. In general, the series was 
continued until the changes in the marked area ceased to be important. 
Altogether 191 photographs were taken, while a still larger number of 
microscopic examinations, without photographs, were made. 

It is, of course, impossible to reproduce all the photomicrographs, but 
Figs. 7 to 11 show the nature of the changes observed on one particular 
specimen UP. Fig. 7 shows the microstructure of a marked area in 
the preliminary state; Fig. 8 shows the same area after the whole specimen 
had been rolled to 24 per cent. elongation. Several of the old grains are 
still recognizable, although greatly distorted by the rolling; but in certain 
parts of the specimen, notably in the bottom and in the right-hand top 
corner, the old structure appears to have been replaced by seemingly new 
grains. Evidently, therefore, some self-annealing has occurred during 
or just after the rolling, at ordinary temperature. The specimen was 


then annealed as follows: 
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Hursteanneale.s yencesnyste trou se een te tal ayers ater aehaiere ere 5 min, at 125° C. 
Sécond ‘anneal: . . ct -cremasn eee til < baths a eee 30 min. at 158° C, 
A Blair olny sano Cay: We PMR ERE Fic, 5 ta than Aen lomo 1 hr. at 160° C. 
INopindnne CW Ae R oe coe ooh ce aden wena a 3 hr. at 190° C. 


The photograph taken after the first anneal showed a considerable 
further change, new grains appearing in the left-hand top corner, 7. e. 
just where the original grains had survived the rolling. The changes 
of structure continued during the second, third, and fourth anneal; 
at the end of the fourth anneal, it seemed that none of the original grains 


Fria. 7.—SPEcIMEN UP BEFORE ROLLING. Fic. 8.—SPECIMEN UP AFTER ROLLING. 
aro): x 50. 


survived, Fig. 9. In the right-hand top corner and right-hand bottom 
corner where new grains had appeared through self-annealing during roll- 
ing, no serious fresh change has oecurred, although the fact that the speci- 
men had now been etched six times necessarily altered somewhat the 
general appearance of the surface. 


The specimen was then given a series of anneals at higher tem- 
peratures, namely: 


Pifth anpeales 24 athe, eee neie tee Mr cretete ene 3 hr. at 205° C. 
Sixthramnealsaii3.. oe taectere hee hea eee Te ae 2 hr. at 224° C. 
Seventh ammneal's: 245% sao, eed et ee Oe eee plane, Chey 4a C.- 
Bighth. anneal... ; 4 avec.ostn funk oh mankte Hee eet 6 hr? at 223° C. 


After the fifth anneal, a considerable change had taken place, nearly 
the whole area being occupied by one grain; the structure at this stage is 
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somewhat ill-defined and difficult to make out, but during the seventh 
and eighth anneals, the position becomes clearer. The final structure 
of the area, attained after the eighth anneal, is shown in Fig. 10. Practi- 
cally the whole of the area corresponding to that shown in Pigs, 7c: 
and 9 is part of one huge grain, but the begipning of another large grain 
is seen on the left-hand bottom corner. Just outside the limits included 
in the photograph, several quite small grains still survive; it is by means 
of these that we can be sure that the area included in Fig. 10 is that 
shown in Figs. 7, 8, and 9. 


Fic. 9—Sprectimen UP arrer rourtH Fic. 10.—Spectmen UP Arrer EIGHTH 
ANNEAL. X 50. ANNEAL. > 50. 


The absorption of the whole area by one grain is due not to the expan- 
sion of a grain from within the area, but to invasion from outside. This 
is shown by approximately natural size photographs comprising nearly 
the whole specimen. Fig. 11 (a) shows the structure after the fourth 
anneal (the same stage as Fig. 9); already in one place some large grains 
have arisen, and one of them overlaps into the marked area. In (b) 
is shown the structure after the fifth anneal, the illumination being altered 
slightly to emphasize the newly arrived large grains. Several fresh large 
grains have arisen and the marked area is now mainly occupied by large 
grains. View (c), taken after the sixth anneal, shows the further forma- 
tion of large crystals; more than half the whole specimen is now occupied 
by these huge grains. After the seventh anneal the whole specimen 
consists of large grains, with a few small ones embedded in them, as shown 
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in (d). The specimen was photographed after the eighth anneal, but 
no appreciable change had occurred. 

It should be noticed that this formation of large crystals in a specimen 
that has already undergone complete recrystallization must involve the 
destruction of new (and presumably undistorted) crystals. It must 
probably, therefore, be distinguished from the crystal growth observed 
by Carpenter and Elam in antimonial tin, wherein some of what are 
apparently the original grains grow at the expense of others. It seems, 
however, to be closely analogous to the effect noticed by Carpenter and 
Elam‘° in aluminum, a metal in which the atoms are arrayed on the 
same type of space lattice as in lead. They write “recrystallization is 


(a) (b) (c) @) 
Fic. 11.—PHoroGRAPH OF ENTIRE SPECIMEN UP: (a) ArPTER FOURTH ANNEAL, (b) 
APTER FIFTH ANNHAL, (Cc) AFTER SIXTH ANNEAL, (d) AFTER SEVENTH ANNEAL. 


complete in 1 hr. at this temperature (550° C.). The crystals increase 
slightly in size up to 3 or 4 days. After this, a few large crystals begin 
to appear on the surface of the sheet. They are so far apart that many 
sections might be taken before including one of them. In a week, 
however, the sheet is largely composed of them, with small unchanged 
crystals between. Some of the small isolated crystals seem to persist 
indefinitely.” We noticed this persistence of small isolated crystals 
within the large grains in lead also; they are clearly shown in Fig. 11 (d). 

In the earlier stages of the changes, we were greatly helped in securing 
correct superimposition when comparing the photomicrographs repre- 
senting different stages, by the fact that if the specimens were etched 


46 H. C. H. Carpenter and C. F. Elam: Tn Tacs Met. (1920) 24, 123. 
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rather heavily before an anneal and lightly after the anneal, the photo- 
graph showed not only the new grains, but, more faintly, the boundaries 
of the old. If the specimen was then etched more heavily, the old bound- 
aries disappeared entirely, the new structure being shown even more 
clearly than before. As an example three photographs of part of the 
specimen TB are shown in Fig. 12. The structure after rolling is shown 
in (a), the same area after annealing for 2 min. at 125° C., with light 
etching in (b), and in (c) the specimen ,after it was again etched for 3 
min, View (b) is, in effect, a “composite photograph” of (a) and (c); 
in it, the new grains of (c) are clearly visible, but the old boundaries of 
the grains of (a) are also traceable in places. The reason is that the 


(a) (b) (c) 
Fre. 12.—Sprcimen TB: (a) AFTER ROLLING, (b) AFTER ANNEAL AND LIGHT ETCHING, 
(c) AFTER 3 MIN, RE-ETCHING. %X 50. 


system of facets and pittings produced by the etching before annealing, 
were not obliterated completely either by the anneal or by the compara- 
tively light etching that followed it. It was, however, obliterated by 
the exceptionally lengthy etching (3 min.) to which the specimen was 
afterward subjected. But for the occurrence of double boundaries, we 
should have had great difficulty in interpreting the photographs of the 
specimens that had undergone complete recrystallization. 

A complete series of prints showing every specimen in each stage of 
the treatment at which a photograph was taken was prepared, and a 
careful comparison was made between the prints representing different 
stages. In general, the comparison was made between the first and 
last photographs; but where there were two successive types of trans- 
formation (e. g. recrystallization of the area, followed by the invasion of 
the whole area from outside), the pairs of prints representing the first 
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and last stages in cach type of transformation were compared separately. 
Every grain in the print representing the first stage was looked for in the 
print representing the last stage, and was recorded as being “ unchanged,” 
or as having “grown,” “shrunk,” or “disappeared” altogether. 
Each grain, after consideration, was marked in red ink in both prints, to 
avoid being counted twice. Any fresh grains that appear in the final 
print but could not be identified with any in the first print were recorded 
as ‘‘new grains.” The results are summarized in Table 1. 

The identification or non-identification of the grains in most cases 
presented no great difficulty, but in some cases there was considerable 
doubt as to whether a certain grain in the final state was really identical 
with a certain grain in the first photograph, or whether it was an altogether 
new grain. The darkness or lightness of the grain, the general arrange- 
ments of the striations, facets, or pittings produced by etching, were useful 
means of identification; in cases where the change was not too great, the 
general shape of the grains could be taken into account. 

In doubtful cases, the photographs showing the old and new grains 
superimposed (obtained by light etching) proved very useful. It was 
noticed (both by the authors and previously by Carpenter and Elam*’) 
that a grain could invade one neighbor and simultaneously be invaded 
by another. 

Apart from errors of judgment, one inevitable cause of error may 
come in; some of the grains recorded as ‘‘new grains’? may actually be 
old grains that in the first state failed to reach the surface but which 
grew up to the surface during annealing. But if it should be argued that 
all cases recorded here as grain births should properly be considered as 
grain growths, the reply is that in many cases (owing to the small thick- 
ness of the specimens) the number of submerged grains available to 
sprout upwards would not be sufficient to supply the number of “‘appar- 
ent births’ observed.” Nor would it be at all easy to imagine that 
grain growth, so rare on the surface, should be so common in the interior. 
The error due to the cause mentioned is probably not great. 

It occurred to the authors as just possible that the comparatively 
infrequent cases of “grain growth” might be illusory, being for instance 
cases of mistaken identity; but it is somewhat difficult to accept this 
view. In some instances, a grain was observed to grow only into one 
of its neighbors, its shape (often very characteristic) remaining unchanged 
on all other sides; in such cases, there is no doubt but that we are observ- 
ing one and the same grain. In order to see whether the apparent growth 
of grains might not be due to the removal of a perceptible slice of the 
surface, which might cause an apparent shift in the position of the bound- 
ary in cases where the intergranular surface was not perpendicular to 


“" H. C. H. Carpenter and C. F. Elam: Jnl. Inst. Met. (1920) 24, 103. 
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TABLE 1.—Results of Investigation 
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| 
Identifiable Grains Non-identifiable 
Specimen | a 
and 
Pane Treatment Old New 
Mark into Grow- | Shrunk| Grains Grain 
changed % ing Disap- Ap- 
peared | peared 
UA Squeezed three times for 2 min. each be- in 0 6 0 4 
tween celluloid in vise; annealed 2° PY ‘ 
min. at 100° C. then 2 min. at 175° C. 
UB Squeezed 2 min. in vise; annealed 2 31 + | 9 8 i 11 
min. at 207° C. then 10 min. at 
208° C. | 
UE Deeply indented with marking tool, 254 0 : : 
and annealed 2 min. at 207° Cc. ae BO 
UF Lightly indented with marking tool, 156 0 0 0 0 
and annealed (2 min.each) at 100°, 
137°, 168°, 185°, 201°, and 223° C. 
UI Deeply indented with marking tool | 0 On| ao 68 69 
and annealed 3 min. at 100° C. (pro- | 
duces no change) then 2 min. at 120°C. ! 
Udi Deeply indented with marking tool, | 8) 1 2) 8 7 
and annealed for 2 min. at 110° C., 2) numerous 
min. at 109° C., 2 min. at 116° C. | small | 
| grains ' 
| also un- | 
| changed 
Use As UJi but indent less deep. 16 0 8 a 10 
UKs _| As UJ, but indent still less deep | 3 0 8 1 ii 
UKs Less indented than UK3. Annealed (2 | 30 1 2 
min. each) at 110°, 109°, 116°, 122°, | 
150°, and 218° C, | 
UN: Deeply indented with marking tool and 5 1p RD, 9 14 17 
UN: annealed at 110° for 5 min. (no change | 0 i raOte Bho 42 44 
UN: produced) then at 164° C. for 5 min. 0 1 On at 19 15 
UO | Rolled to 3.5 per cent. elongation; an- 0 ao) 1 16 16 
nealed 5 min. at 110° C. | 
E 
UP, early | Rolled to 24 per cent. elongation; an- | 0) 0 0 51 98 
stages nealed 5 min. at 125° then 30 min. | 
at 158°, 1 hr. at 160°, 3 hr. at 190° C.| 
UP, later | 3 hr. at 205°, 2 hr. at 224°, 8 hr. at 13 0 On sh 1 
stages 215°, 6 hr. at 223° C, | 
UR:, early | Ce 0 1 3878) oe 
stages | | 
UR), later | 1 | 0 0 101 20 
stages | ae 
URz2, early Rolled to 95 per cent. elongation and 0 0 | 0 50 3b 
stages given same thermal treatment as UP 
URz, later with omission of final anneal (6 hr. at PU 3* 3 yes } 15 
stages 228° 'C.) 75 ; 
URs, early 0 | 0 0 75 129 
stages 
URs, later 43 1 7 15 
stages | 
RQ Area defined by pinholes, rolled until 2 1(?) 5 ils} 18 
surface is just ‘‘smeared,”’ annealed at 
100° C. for successive periods of 2 
min., 2 min., 2 min., and 1)4 hr. | 
= TB Rolled to 10 per cent. elongation and (0) 2 0 LOM Ma eee 
annealed 2 min. at 125° C. 
TC Squeezed six times for }4 min. each be- 39 0 0) 0) 0 
tween celluloid in vise, annealed (for 2 
min. each) at 164°, 189°, and 211° C. 


— 


one side but shrunk on another. 


Leeann TS 7 
2 A zone of small grains running right across the original has remained unchanged, all other original 


grains have disappeared. 
* One grain has grown on 
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the surface of the specimen, special experiments were performed. Photo- 
eraphs of the same specimen were prepared after a short etching and after 
very prolonged etching, and compared with one another. It was found 
that etching continued for a time greatly exceeding that used in the 
main series of experiments produced no measurable movement in the 
grain boundaries. 

A consideration of the numbers given shows that ‘‘chance’’ comes into 
the lives of grains quite as much as into the lives of men. The greater 
the deformation and the higher the temperature of annealing, the greater 
is the probability that within a given small area a change will be produced; 
thus as the deformation and the annealing are made more severe, the 
number of unchanged grains diminishes and the cases of disappearance 
of old grains and birth of new grains increase. 

The principal new fact disclosed by the research is that the cases of 
the grain growth of original grains are extremely scarce; the main form of 
change is the formation of new grains, which grow at the expense of the 
old ones and, in extreme cases, cause the old ones to disappear altogether. 
Thus recrystallization and not grain growth is the main mode of reorgani- 
zation in lead. It seemed to us that the new grains generally arose from 
the boundaries of the old grains, and often from places where three grains 
met, but we do not wish to be definite on this matter. A very important 
point shown by the work is that it is absolutely necessary to study the 
fortunes of each individual grain in the area in order to arrive at the extent 
of the change. In many cases, the number of new grains born in an area 
was approximately the same as that of the old ones that had perished; if a 
measurement of average grain size alone had been used as a criterion of 
change (as is so often done) these cases would have been recorded as 
showing no change. 

The changes observed at temperatures below about 200° C. are well 
in accordance with the general view of the formation of nuclei in the dis- 
organized material, as set forth earlier in this paper. The greater the 
deformation, the greater is the amount of disorganized matter, and con- 
sequently the greater is the probability of the birth of new grains; the 
probability increases, ceteris paribus, as the temperature is raised. But 
the formation of large grains observed by us above 200° C. in lead, and 
the analogous phenomenon observed by Carpenter and Elam in aluminum 
after recrystallization, are more difficult to explain. If we are right in 
thinking that this second type of change usually sets in when the original 
recrystallization is really complete, and when the metal consists only of 
new and perfect grains, free from internal stresses, one of two explanations 
is possible. It may be supposed that a small amount of fresh deformation 
is produced accidentally in handling the specimen; it must be remembered 
that the degree of deformation needed to cause structural changes in lead 
when heated above 200° C. or in aluminum when heated at 550° C, 
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is probably very small. This explanation, however, is not easy to accept, 
as accidental deformation, if sufficiently widespread to cause change 
throughout the whole specimen, would be likely to be intense at some 
places at least, and a local zone of quite small grains would be expected; 
this fine zone is not obtained. Yet the only alternative is to suppose 
that in lead above 200° C. (and presumably in aluminum at 550° C. 
also) stress is not needed to produce grain growth; this conclusion would 
be of interest, in view of the fact* that’cast cadmium undergoes struc- 
tural changes at high temperatures, without the application of mechanical 
stress. 

It would appear therefore convenient to distinguish two types of 
change in lead: (1) Changes noticed at low temperatures, which are com- 

paratively rapid, often becoming complete within a few minutes, and 
which depend on the previous deformation of the material; these are best 
explained as cases of reorganization of the disorganized material: (2) 
changes noticed at higher temperatures (above 200° C.) leading to the 
spreading of a few large crystals over the whole specimen; they usually 
take several hours to complete. These changes seem probably not to be 
the direct result of the original mechanical deformation. 

Our main observations confirm the observations of Ewing and Rosen- 
hain*® on annealing changes in lead; the differences met with may be 
ascribed to the fact that our method of working, chosen specially to give 
results capable of yielding statistical evidence, was somewhat different 
from that adopted by those experimenters. 


INFLUENCE OF DEGREE OF DEFORMATION AND ANNEALING TEMPERATURE 
ON STRUCTURE 


A study of Table 1 enables us to conclude that lead conforms to the 
generally accepted principles of recrystallization in two important 
respects. First, the greater the deformation, the greater is the change 
produced; the proportion of grain births, grain deaths, and grain shrink- 
ages increases with the deformation, while the proportion of unchanged 
grains decreases. Second, the temperature required to produce a change 
sinks as the deformation increases; if the deformation is sufficient, recrys- 
tallization may occur at ordinary temperatures. 

However, to obtain rather more precise information regarding the 
self-annealing qualities of lead, a special series of experiments was per- 
formed, in which strips of lead were rolled to different elongations, a 
marked area being photographed before and after the rolling; the photo- 
eraphs were then compared and the number of grains recognizable in 
both were eects As ee One moa seakalyy Tyas the 


48M, Fee Trans. Predas Soc. (1923) 19543: 
49 J. A, Ewing and W. Rosenhain: Phil. Trans. [A] (1900) 195, 284. 
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dimensions of the grains in one direction, and lengthens them in another, 
it was not possible to classify the identifiable grains further as being 
unchanged, growing, or shrunk. The results are shown in Table 2 


Taste 2.—Results of Self-annealing of Lead 


Snes wl. Glengatien Becceneabie  Sispeeel Te toca ae 
XA 5 158 | 0 0 
XB 10 53 1 3 
XC 20 18 | 21 30 
XE 30 5 136 115 

(greatly distorted) 
XF 40 about 5 (recognition doubtful 127 164 
owing to great distortion) 
XG 50 0 50 | 130 
XH 64 0 79 122 


The results show that in the specimen subjected to only 5 per cent. 
elongation, all the grains in the area can be recognized afterwards; but 
that with deformations of 30 per cent. or over, nearly complete recrys- 
tallization occurs at ordinary temperatures. Thus lead is not in any 
absolute sense a self-annealing metal; it only undergoes self-annealing if 
deformed sufficiently. This explains a phenomenon that has been noticed 
in lead during the present research, and had previously been observed 
by one of the authors in cadmium. The first effect of rolling is percepti- 
bly to harden the metal, as indeed is the case with most metals; but after 
a certain point the metal becomes soft again. Undoubtedly this is 
because metal at that point has become sufficiently deformed for self- 
annealing to set in at ordinary temperature. 

It should, of course, be noticed that it is wrong to speak of a ‘critical 
deformation”’ just sufficient to produce recrystallization at room tem- 
peratures. As we increase the deformation gradually from 5 to 30 per 
cent., the proportion of old grains that survive the treatment gradually 
falls from 98 to 3 per cent. 

The work of Norbury,” published after the completion of our experi- 
ments, is in close agreement with our work as regards the value of the 
deformation needed to produce spontaneous annealing in lead, although a 
different method was used. Norbury measured the Brinell hardness of 
specimens of hammered lead at various times after the completion of 
hammering; he found that lead reduced by 10 per cent. lost its work hard- 
ness only very slowly and very partially. Where the reduction had 
been 15 Bee cent., a Be eater fraction of the work hardness was lost, but the 


0 A, ity, Nowbiiee Trans. eraradags Soc. (1923) 19, 140, 
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loss was comparatively slow. Lead hammered to 30 per cent. reduction 
lost its acquired hardness quite rapidly and very completely. 

It seemed profitable to make a study of the annealing temperature of 
tin, another metal which is often loosely described as possessing self- 
annealing properties. Specimens of tin with gertain areas photographed, 
were rolled to various elongations (4, 8, 15, 28, 53, and 110 per cent.), 
kept for 8 days at ordinary temperatures, and again examined. They 
were then subjected to the following’annealing operations in turn, being 
examined and, if considered necessary, photographed, after each anneal; 
the first four anneals were carried out by immersion in heated aniline. 


IBITSi PANNA rman ite ita, Nt Datei. scot eas 35 min. at 40— 45° C. 
Secondsannealerterpee ek ele atte Bee 30 min. at 71— 76° C. 
Pega CS Meer es S ac ieee georclc ws Gene oes 30 min. at 100° C. 
Rountimennes leer wheres Se Nn a acl ee 40 min. at 160° C. 
anes er eee eee a oo i See heey 15 min. at 210—220° C. 


The structure of the rolled tin was extremely hazy, and rendered 
statistical study quite impossible. In the specimen with 15 per cent. 
elongation, the structure was so poor that, after the first anneal, it was 
not considered worth while to proceed with this specimen. Apart from 
this fact, rolling necessarily deforms the grains, which become perceptibly 
elongated in one direction, and this would in any case render identifica- 
tion difficult. However, it was possible to ascertain that in the specimens, 
which had received 4, 8, and 28 per cent. elongation, nearly all the more 
conspicuous grains present before the rolling were present after the rolling. 
Apart from the distortion referred to, there is no certain indication that 
any change of structure had occurred at ordinary temperature. In the 
case of the specimen rolled to 53 per cent. elongation, only 5 out of 64 
original grains could be recognized after rolling; but this may have been 
due, at least in part, to the general disorganization of the whole area; 
in the specimen elongated to 110 per cent., none of the original grains 
could be recognized. Whether this was due to self-annealing or not, it 
has been made clear that tin does not undergo serious self-annealing at 
ordinary temperature, if the deformation has been only moderate. 

Even the first two anneals (at 42° and 73° C.) produced no serious 
changes of structure. The specimens rolled to 28 and 53 per cent. elonga- 
tion, however, showed a marked change of structure on annealing at 
100° C., while those elongated 4 and 8 per cent., respectively, showed no 
change until the fourth anneal at 160° C. The change of structure, 
when it did take place, was very marked; the haziness disappeared 
and new (or apparently new) grains much larger than the original grains, 
and fairly well defined, appeared. In the case of the specimen with 
4 per cent. elongation, the change of structure was very striking, and was 
visible to the naked eye. When this specimen was etched after the 
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fourth anneal, thé ill-defined structure, due to a fine debris of grains, was 
observed to clear away, and a clean well-defined series of large, glistening 
erains appeared. Photomicrographs at this stage showed the boundaries 
both of the old and the new grains, as in lead, but, after the fifth anneal 
and further etching, the double boundaries had disappeared and the new 
erains (the boundaries of which had scarcely altered) alone were seen. 
After the last anneal, the specimens were placed side by side and photo- 
graphed (Fig. 13). The grain size varies with the deformation according 
to the usual rule, being greatest in the least deformed specimen. 

A series of experiments was then carried out with cadmium, with a 
view to ascertaining the effect of varying the degree of deformation and 
the annealing temperature on the grain size. It appeared important 
that the specimens should be brought rapidly to the requisite temperature 


4 8 28 53 110 
Per Cent. Deformation 
Fia. 13.—TIn SPECIMENS AFTER PROGRESSIVE ANNEALING. X 0.6. 


and the oil-bath méthod was found to be suitable. Six degrees of defor- 
mation (5, 10, 15, 20, 85, and 50 per cent.) and five temperatures (55°, 
75°, 101°, 187° and 174° C.) were employed. Photomicrographs were 
prepared of representative areas on all the 30 specimens and, after examina- 
tion, the prints were pasted upon cardboard, and the series again photo- 
graphed, so as to reproduce the whole on a reduced scale, Fig. 14. 

The results show clearly that at low annealing temperatures, the 
grain size decreases as the degree of deformation increases. This is 
explained on the supposition that recrystallization occurs in the dis- 
organized material, the amount of which increases with the deformation; 
evidently at low temperatures, deformation is necessary for structural 
change on annealing. But they show also that at higher annealing tem- 
peratures, the grain size attained depends very little on the deforma- 
tion, which again seems to afford support for the view already suggested, 
that the production of coarse grains which oecurs at comparatively high 
temperatures is a process independent of the existence of stresses or 
deformity in the crystals. 


re 
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After all, there is nothing remarkable in the supposition that deforma-_ 
tion is necessary for structural changes at low temperatures but not at 
high temperatures. Undoubtedly the only entirely stable condition of 
a piece of metal will be a state in which the whole specimen is one crys- 
tal; in a polyerystalline specimen the changé of alignment of atoms at 
the boundaries of the crystals must represent a departure from the condi- 
tion of maximum stability. A small decrease of energy (namely the 
interfacial energy originally resident at*the intergranular boundaries) 
will occur where a polycrystalline specimen undergoes change to a 
monocrystalline specimen, although this decrease of energy will be far 


53l5 


Annealing Temperature, Degrees C. 


170 


‘Per Cent. Elongation 


Fig. 14.—GRAIN SIZE OF CADMIUM DEFORMED AND ANNEALED UNDER DIFFERENT 
CONDITIONS. X 8. 


smaller than would occur if a deformed or shattered crystalline specimen 
were to pass to the perfectly orientated crystalline condition. It is quite 
to be expected that the change involving the large decrease of energy 
may occur at quite a low temperature, the temperature being lowest when 
the shattering or deformation is most severe, but the change involving only 
a small decrease of energy (7. e., the change of an undeformed polycrys- 
talline specimen to the monocrystalline state) will only occur at higher 
temperatures not very far below the melting point, that is to say, tem- 
peratures at which the atoms begin to have oscillations of consider- 


able amplitude. 
The results of the work on cadmium give no indication of the exis- 


tence of the alleged allotropic change about 60° C. 
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DISCUSSION 


M. F. Focuer,* Chicago, Il. (written discussion) —The authors have 
apparently overlooked a paper by R. 8. Dean and W. E. Hudson,*! which 
attempts to cover the grain growth of a soft metal from a quantitative- 
statistical standpoint. The work of these investigators indicates that a 
more satisfactory analysis of the effect of increased temperature on grain 
growth in a uniformly deformed specimen may be arrived at than that 
given in the paper under discussion. They show that an increase in 
temperature does not greatly affect the velocity constant of grain growth, 
if that velocity is capable of expression by the equation of a monomo- 
lecular reaction. The apparent increase in velocity of grain growth with 
temperature is, according to their views, due almost entirely to the effect 
of temperature on the ultimate or equilibrium grain volume. This 
grain volume is an exponential function of the temperature and may 


. —A 
be expressed by an equation of the form V = Be . where B and A are 


constants and 7 the absolute temperature. The exponential form is 
arrived at by assuming a maxwellian distribution of energy among the 
atoms that have been affected by the deformation and considering that 
only those with more than a certain critical energy will undergo grain 
growth. Their experimental work on lead-antimony alloy seems to 
justify this method of analysis of grain-growth phenomena and further 
work done in the Western Electric laboratories on similar alloys is in 
accord with this mode of analysis. 


* Metallurgical Engineer, Western Electric Co. 
51 Jnl. Amer. Chem. Soc. (August, 1924). 
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f 
Eutectic Patterns in Metallic Alloys 


By C. H. Green,* Mrinneapous, Minn. 
(New York Meeting, February, 1925) 


RECENTLY two papers on the structure of eutectics were read before 
the British Institute of Metals, one by F. L. Brady! and the other by A. 
Portevin.* In the preparation of photomicrographs of laboratory speci- 
mens as illustrations for student work, and in connection with various 
researches, the writer has been working along the same line for some time 
and, therefore, was much interested in the results given, especially those 
of Portevin. He has correlated the information on the subject and has 
outlined a broad scientific basis for future work along this line. It is 
largely with the idea of adding something by way of illustration to the 
work already done that this paper is written. 

The eutectic is generally understood to mean the alloy having the 
lowest melting point of any alloy of the system, and in which the melt 
becomes supersaturated with reference to the two or more phases which 
separate out simultaneously or alternately. From the surface pattern, 
the eutectic means a structure with no primary crystals. It is not always 
easy to get the exact eutectic composition in making any alloy; in fact, a 
slight range in composition may be expected and some of the coarser 
particles may be richer in either of the composing metals. ven when 
chemical analysis shows the right composition, differences in density of 
the pure metals may cause segregation, or supercooling resulting from 
different crystallizing properties may give a surface pattern the appear- 
ance of being on one side of the eutectic point. However, the alloys on 
either side of the eutectic composition, showing primary crystals of 
one of the phases and the effect of the proeutectic form on the surface 
pattern of the eutectic make a very interesting study, which is slightly 
touched upon in this paper. 

The phases, or microconstituents, of a eutectic may be pure metals 
(Pb-Sb, Tl-Au), solid solutions (Cd-Zn), a pure metal and a solid solution 
(Ag-Sn), or a pure metal or solid solution with an intermetallic compound 


(Sb-Mg, Sb-Cu, As-Cu, Bi-Te, etc.). 


* Assistant in Metallography, University of Minnesota. 
1 Jnl. Inst. Metals (1922) 28, 369. 7 
2 Jnl. Inst. Metals (1923) 29, 239; Engineering (1923), 115, 447, 477, 505. 
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PREPARATION OF SPECIMENS 


Melts were made up in the metallographic laboratory of the School of 
Mines with the usual precautions. All specimens were cooled sufficiently 
slowly to have an annealing effect. No effects of long annealing or of 
chill casting have been taken into account. The compositions given 
are the intended compositions and not the results of chemical analyses. 
Unless otherwise stated the values are in weight per cent. No attempt 
has been made to work out constitution diagrams or to find the exact 
composition of the eutectics, but diagrams given in the literature have 
been taken as an indication of the constituents present when confirmed 
by microscopic examination. 


MAGNIFICATIONS AND HKTcHING REAGENTS 


As fineness of grain or of eutectic colony depends on rate of cooling, 
velocity of crystallization, ete., amy magnification has been used that 
will clearly show the pattern, usually X 75, X 100, X 150, or X 200. 
Usually, several etching reagents were tried on the specimens but only 
the one finally used to bring out the structure is listed with 
the photomicrograph. ; 

CLASSIFICATION 


d 


From the standpoint of “‘morphology”’ of the eutectic, by which is 
understood the form or shape and relative distribution of the particles or 
elements, Portevin gives the following classification: 

Type I. Regular crystals. 

Type II. Dendrites or skeleton crystals: (a) Regular dendrites; 
(b) irregular or badly formed dendrites; (c) skeleton crystals or partly 
formed crystals. 

Type III. Arrangement in eutectic colonies or complex grains. 

1. A diverging or radiating variety in which the particles thicken out 
toward the ends. Spherical. These particles in the colonies may 
be: (a) Rounded, dotted, or spheroidal; (b) flattened, or in more or 
less wavy sheets; (c) branching, producing a dendritic appearance in the 
peripheral zones. 

2. The fanlike variety, with slightly divergent particles contained 
within a narrow cone. Conical. ; 

3. Parallel-clustered variety, occurring as minute rods grouped 
together in parallel arrangement. ; 

Type IV. Granular. Not found in metallic eutectics and later 
disregarded. 

Obviously, other types may be discovered in the study of eutectics; 
the boundaries between these types are not clearly marked as yet and 
there seem to be transition forms. Apparently, however, every eutectic 
conforms to some ideal type, determined largely by the properties of the 
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pure metals making up the system, and when we have finally taken into 
account all the influencing factors and have found the true type of any 

eutectic, that type is fixed and, though there may be slight temperature 
and concentration variations during solidification which affect the relative 
amount of each constituent deposited and the size of the colonies in 
different parts of the specimen, these variations will be subservient to 
the typical development of any system and will easily be recognized as 
such. Further study should also show the effect of chill casting or of 
long annealing on the pattern in any particular type. 


Type I. Regular Crystals 


It is not my intention to discuss every type and variety mentioned, 
but to add a few illustrations of the types given and to suggest some 
slight changes in the classification. No illustration of Type I is given. 


Type II. Dendrites or Skeleton Crystals 


Lead-bismuth and bismuth-tin are given as examples of Type II. 
Lead and bismuth (Figs. 1 and 2) form two solid solutions, a a solution 
bismuth in lead up to some 20 or 30 per cent. and 6 a solution of lead in 
bismuth to approximately 1 per cent. In the photomicrograph, the light 
constituent 8 is almost pure bismuth. Two fields are shown, both 
found in one specimen and both typical, but Fig. 2 shows the formation 
cut at a different angle. In the bismuth-tin alloy (Figs. 3 and 4) the light 
colored areas are practically pure bismuth which forms skeletons around 
which the tin-rich solid solution is disposed. The surface patterns of 
bismuth-lead and bismuth-tin eutectics are very similar, both showing 
the same angularity of design and both showing the predominating influ- 
ence of the bismuth. Brady* puts these in the angular class but admits 
that these eutectics may almost be called ‘‘dendritic” type; Desch* says 
they are characterized by boxed forms or simple polyhedral crystallites 
divided transversely by parallel bands; Portevin’ calls them a transition 
form between Types I and II, showing some regular dendrites and some 
areas ‘regularly formed in such a manner that the shell or layer repro- 
duces a cubic or pseudo-cubic crystal.’ It appears to the writer that 
Type II should cover angular forms, dendrites whether regular or irregu- 
lar, skeleton forms, and any like formation. 


Type III. Eutectic Colonies 


The term “spherulitic” is most applicable to this type of structure 
even though few perfect spheres are found. The “‘madreporic” structure 
of Portevin, named from the resemblance to the growth of a coral polyp 


ioe: cit. 4“ Metallography,” 186. 5 Loc. cit. 


654 EUTECTIC PATTERNS IN METALLIC ALLOYS 


SS 


repel Rrae2: 
Figs. 1 anD 2.—ALLOY CONTAINING 57 PER CENT. BISMUTH AND 43 PER CENT. LEAD. 
xX 100. ErcHEep witH conc. HNO3. 
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Fias. 3 AND 4.—ALLOY CONTAINING 58 PER CENT. BISMUTH AND 42 PER CENT. TIN. 
X 100. Ereuep witx conc. HCl. 
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and illustrated by a branching treelike growth from the outside of the 
crucible charge to the center is, in some cases at least, the result of chill 
casting. Brady® uses the same form of illustration to show the rodlike 
growth of a eutectic and quenched his alloys. He says “‘by quenching 
molten eutectic alloys similar structures can*be obtained in many other 
cases, and this rodlike (stibchen) structure has been produced in lead-tin 
zinc-tin, and copper-silver eutectics -. , - -It has also been Bosctaed 
in this laboratory that such structures could be produced by chil casting, 


Fig. 5.—ALLOY CONTAINING 30 PER Fic. 6.—ALLOY CONTAINING 82 PER 
CENT. CADMIUM AND 70 PER CENT. TIN. CENT. CADMIUM AND 18 PER CENT ZINC. 
x 100. e100: 


ETCHED WITH 10 PER ceNT. HNO3. 


for example in cadmium-zine alloys. Furthermore, a similar growth 
has been found in eutectics that do not show typical eutectic colonies in 
the microstructure. However, Type III has certain distinguishing 
characteristics—complex grains or crystalline colonies having the interior 
of a finer structure than the outer layers which are enlarged and coarsened. 

It seems that one variety, the spherical, should cover Type III, as 
it is the spherulitic type. The differences in the patterns come from the 
different forms or arrangements of the particles within the colony. 
Cadmium-tin, cadmium-zine, tellurium-tin, and white cast iron furnish 


good examples of this type. 


8 Loc. cit, 
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Fig. 7.—ALLOY CONTAINING 86 PER Fic. 8.—SAME ‘ALLOY AS IN Fic. 7. 
CENT. TELLURIUM AND 14 PER CENT. TIN. xX 1000. 
S< IMO) 


ETcHED WITH 10 PER cent. HNOs. 


ipa 


Ars 


e 
wists 


efor 8 


Fic. 9.—WHITE CAST IRON. X 50, Fic. 10.—WHiIteE castriron. X 500. 
ETCHED WITH PICRIC ACID. 
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The miscibility of tin and cadmium is low. Schleicher? says cadmium 
dissolves practically no tin in the solid phase, so the light constituent in 
the photomicrograph (Fig. 5) is practically pure cadmium with here and 
there an area of primary cadmium crystals separated out because of the 
supercooling of the tin. The colonies are clearly shown with fine parallel 
or wavy lines in the center and a thickening of the outer portions giving 
in many places a fanlike border. 

The cadmium-zine eutectic is the most common illustration of this 
form (Fig. 6). The pattern is practically the same as the cadmium-tin. 


Fie. 11.—ALLoY CONTAINING 20 PER Fig. 12.—ALLOY CONTAINING 39 PER 
CENT. LEAD AND 80 PER CENT. TELLURIUM. CENT. TIN AND 61 PER CENT. MAGNESIUM. 
< 100. Ercuep with 50 PER cent. HNO3. XX 100. ErcHEp wit 1 PER cent. HCl 
IN WATER. 
The mutual solubility is so low that the light constituent in the photo- 
micrograph is nearly pure cadmium and the dark nearly pure zine, which 
is attacked by the etching reagent. In some of the colonies, the centers 
have a dotted appearance, depending on the direction of the plane of 
observation to the orientation of the crystal. 

The eutectic of tellurium with the compound TeSn forms one of the 
most striking and beautiful structures of this class examined, see Figs. 
7 and 8. Whole series of eutectic colonies are plainly visible with a 
variety of parallel bands, wavy plates, and fan formations. The light 
ground mass is tellurium. 

White cast iron, theFe-Fe; C eutectic, is too well known to need discus- 
sion; Fig. 9’shows the arrangement in eutectic colonies. It also shows 
iy ) . 2 : 


7 Int. Jnl. Metallog., 2, 76. 
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the rodlike arrangement that has led to calling this a “‘eylindrical”’ 
variety of Type III. The appearance of the finer particles of the colonies 
is brought out more clearly in Fig. 10. 

Two other systems, lead-tellurium and magnesium-tin, have been 
studied to some extent; these eutectics show some characteristics of both 
Type Il and Type III. Lead and tellurium form a compound PbTe that 
is darkened by the etching reagent; see Fig. 11. This compound cuts 
through the gray tellurium ground mass in angular formation and often 
forms dendrites, yet there seems to be a general arrangement in colonies. 


Fia. 13.—APPROXIMATELY 52 PER CENT. Fig. 14.—APpPpROXIMATELY 82 PER CENT. 
+5 


MAGNESIUM AND 48 PERCENT. TIN. XX 75. CADMIUM AND 18 PER CENT. zINC. XX 100. 
RELIEF POLISH AND OXIDIZED. ETrcHED witH conc. HNOQO3. 


Magnesium and tin form two eutectics and one intermetallic com- 
pound Mg.Sn. Earlier writers could find no solid solution but Guertler’s 
diagram shows a solubility of tin in magnesium up to about 9 per cent. 
The compound is hard and brittle and shows a crystalline fracture. 
Fig. 12, the eutectic Mg-Mg.Sn, shows the colony arrangement that 
seems to be typical, but the particles within the colony tend to form 
angles. ‘These alloys oxidize very easily but by photographing imme- 
diately after etching the compound remained white and only the solid 
solution darkened. 

In eutectic alloys where one phase separates out first and there is 
local crystallization of one constituent, and in near-eutectic alloys, either 
hypo- or hyper-eutectic, the variation from the eutectic pattern is the 
same in all alloys of a given type. For example, lead-bismuth eutectic 
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(Type II) may show excess a (Pb) in some fields and excess B (Bi) in 
other fields, but the eutectic areas surrounding and adjoining these 
primary crystals are always angular; see Fig. 2. The bismuth-tin eutectic 
alloy may show dendrites of excess tin or wider bands or crystals of 
bismuth but they seem to have no effect oti the eutectic pattern; see 
Figs. 3 and 4. Magnesium-tin, placed under Type II and showing a 
colony arrangement of the eutectic with angular-centers (Fig. 12), retains 
its angularity if there is excess of the compound and the eutectic radiates 
from the crystals of Mg.Sn. This is shown in Fig. 13 in which the eom- 
pound was darkened by relief polish and oxidation. 

In the alloys already given in Type ITI, it is interesting to watch the 
variation from the pure eutectic form. A general fanlike arrangement is 
always preserved, that is a part of a colony, but the distribution of these 


Fig. 15.—ALLoY CONTAINING 90 PER CENT. CADMIUM AND 10 PER CENT. ZINC. X 200. 


ETcHED WITH conc. HNO. 


fans depends on the form taken by the excess phase. In the cadmium- 
zine alloy, excess zinc may form dendrites from and around which the 
eutectic fans radiate; Fig. 14. If the cadmium is in slight excess, it 1s 
taken care of in the coarse boundaries of the colonies; but if in greater 
excess, as we go to the cadmium side of the diagram, the excess cadmium 
separates out as primary crystals and the eutectic arranges itself in fans 
around and between the crystals; see Fig. 15. Cadmium-tin shows the 
same tendency to separate out free cadmium crystals and the eutectic as 
tenaciously keeps its radiating form, a fact that applies also to lead-tin 
and arsenic-tin systems, though in the latter case the excess 1s the com- 
pound AsSn; see Figs. 16, 17, 18. An aluminum-zine alloy of approxi- 
mately 9 per cent. aluminum and 91 per cent. zine shows the eutectic 
fans of the zinc-rich phase between the 6 crystals (Fig. 19) and indicates 
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Fic. 16.—APpPpROXIMATELY 30 PER Fie. 17.—APPROXIMATELY 80 PER 
CENT. CADMIUM AND 70 PER CENT. TIN. CENT. .TIN. AND 20 PER CENT. LEAD. 
Se TSO), x 100. 


ETcHEeD WITH 10 PER CENT. HNO3. 


Fig. 18.—APPROXIMATELY 44 PER CENT. Fic. 19.—APPROXIMATELY 9 PER CENT, 


ARSENIC AND 56 PER CENT. TIN. XX 200. ALUMINUM AND 91 PPR CENT. ZINC, 
a -* 1 
EvrcHED WITH Conc. HCl. 100. ErcrEep witH conc. HNO, 


x 
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that the aluminum-zine eutectic belongs to the spherical form, a fact that 
has been observed. 

On the other hand, where the excess phase takes a needle or platelike 
form, as in white cast iron or arsenic-nickel alloys, the needles of Fe;C and 
plates of a solid solution of arsenic in nickél break up and displace the 
eutectic colonies but act as bases from which the eutectic fans extend ; 
see Figs. 20 and 21. 

When studying different systems, it was found that there is a wonder- 
ful similarity of form in the antimony-tellurium, bismuth-tellurium, and 
tin-zine eutectics. Brady noted that the tin-zine eutectic failed to follow 
the law of surface tension. Portevin has placed the tin-zine eutectic in 


x 100. Fic. 21.—APPROXIMATELY 20 PER CENT. 
ARSENIC AND 80 PER CENT. NICKEL. X 
150. Ercuep wit 10 per cent. HCl 
IN ALCOHOL. 


Fic. 20.—WHITE CAST IRON. 
ETCHED WITH PICRIC ACID. 


Type III, class 2, ‘“‘a fan-like variety with slightly divergent particles 
contained within a narrow cone.”’ That expression describes all three 
of these eutecties (see Figs. 24, 26, 27) but they do not have the appearance 
of eutectic colonies and it is suggested that they may be considered as a 
separate type—a conical arrangement of one phase in a ground mass of 
the other phase. The microstructure seems to be characterized by 
straight center lines or paths through the specimen from which the cones 
diverge, and by scattered cones. ae 
In the tin-zine eutectic, the phases are the solid solution of zinc in 
tin and pure zinc, the latter forming the dark needles in the photomicro- 


662 BRUTECTIC PATTERNS IN METALLIC ALLOYS 


“6 


ans 
Fic. 22.—ALLOY CONTAINING 77 PER Fig. 23.—ALLOY CONTAINING 77 PER 
CENT. ANTIMONY AND 23 PER CENT. CENT. .ANTIMONY AND 23 PER CENT. 
COPPER. X 200. COPPER. X 150. 


ETCHED WITH AQUA REGIA. 


Fie. 24.—ALLOY conTAINING 91.5 Fig. 25.—APPROXIMATELY 91.5 PER 
PER CENT, TIN AND 8,5 PER CENT. ZINC. CENT. TIN AND 8.5 PER CENT. ZINC, 
x 100. X 100. 
ETCHED WITH 10 PER cenT. HNO. 
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graph. When there is considerable excess of the solid solution, instead of 
forming dendrites with the eutectic fans between the crystals it forms a 
ground mass within which the needles of the zinc phase spread out in 
cone formation. Fig. 25 shows the grain boundaries in the solid solution 
and the zine cones. r 

The alloy with 10 per cent. antimony and 90 per cent. tellurium forms 
a eutectic between Sb.Te; and Te. -These alloys oxidize readily but the 
tellurium ground mass darkens first and leaves the white needles of the 
compound standing out in contrast and forming the pattern. Electro- 
lytic etching of this specimen gives the same effect. 


Fig. 26.—ALLOY CONTAINING 10 PER Fig. 27.—ALLOY CONTAINING 12 PER 


CENT. ANTIMONY AND 90 PER CENT. CENT. BISMUTH AND 88 PER CENT. TEL- 
TELLURIUM. X 100. LURIUM. X 100. 


ErcHep witH conc. HNOs. 

The eutectic of tellurium with Bi,Te; is very similar. The gray 
tellurium ground mass remains unaffected by the etching reagent while 
the needles of compound are darkened and form the cones. With excess 
tellurium, the cones become scattered and present much the appearance of 
tin-zine in Fig. 25. 

The antimony-copper, Sb-Cu.Sb, eutectic has been the subject of 
much discussion. Work on the system by Carpenter, Reimann, Braesco, 
Kurnakow, and others indicates that there are two eutectics and two 
compounds in the series and that the miscibility of antimony in copper 
may be as much as 8 per cent., by weight, and of copper in antimony 
not more than 0.5 per cent., by weight. At 77 per cent. antimony- 
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23 per cent. copper, the eutectic is a mixture of CuSb and of solid 
solution of copper in antimony or practically pure antimony. Carpenter® 
made a rather complete investigation of the Cu-Sb system and states 
that the eutectic showed a remarkable lack of orientation, but his speci- 
men was annealed for six weeks. Brady says it seems to be in the crystal- 
line class, and shows the triangular crystals of antimony. Desch gives a 
like illustration but also shows long plates of antimony. Portevin places 
it in Type III ‘with slightly divergent particles contained within a 
narrow cone.” 

It appears that copper tends to form eutectic colonies (Cu-Ag, 
Cu-Cu,0, Cu-Cu;P, ete.), but antimony has a strong tendency toward 
the angular arrangement. Antimony and Cu.Sb are both strongly 
crystalline; hence the eutectic form represents a constant struggle between 
the two phases. Fig. 22 shows eutectic colonies in which the central 
particles are triangular antimony crystals. Some colonies were found 
with banded centers, and many areas showed a strong resemblance to 
the tin-zine eutectic, see Fig. 23. Morphologically, then, the Sb-CuSb 
eutectic might be placed in any one of the types given; probably Type III 
predominates, but further study is needed to decide definitely. 


SUMMARY 


After a careful consideration of the literature on eutecties, especially 
of the two most important recent papers, it appears that there is no 
disagreement in the results. The morphological classification is far more 
comprehensive but consideration of surface tension gives added weight to 
certain groups. In the few instances noted, where it seems the form does 
not correspond to surface tension values, some other property is probably 
in control, Portevin’s Type I, regular crystals, easily covers Brady’s 
crystalline class and is not often found. Every example of Brady’s 
globular and lamellar classes forms eutectic colonies and differs in different 
parts of the same specimen as to whether the central particles of the 
colony are globular or appear lamellar. Type II, dendrites, covers all of 
Brady’s 3A class and probably his 3B class. The following classification 
is suggested: 

Type I. Regular crystals. 

Type II. Dendrites or skeleton crystals. Angular arrangement. 
(One metal has a low surface tension or high cohesion. One constituent 
retains its own crystal form, and acts as the predominant partner. Suc- 
cessive crystallization.) Examples, Bi-Pb, Bi-Sn, Pb-Te, ete. 

Type III. Eutectic colonies or complex grains. Spherical or spheru- 
litic. (Metals of high or medium surface tension. Simultaneous 
crystallization.) Central particles rounded, dotted, parallel straight 
or wavy sheets, rods; possibly angular or triangular. 


8 Int. Jnl. Metallog. (1913), 4, 300. 
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Examples, Cd-Sn, Cd-Zn, Te-Sn, Mg-Sn, Pb-Sn, As-Sn, Al-Zn, ete. 
Type IV. Conical arrangement of one phase in a ground mass of 
the other. 
Examples, Sn-Zn, Sb-Te, Bi-Te; possibly Sb-CusSb. 
¢ 
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DISCUSSION 


Car Benepicks, * Stockholm, Sweden.—There are so many interest- 
ing photomicrographs in this paper that I think there is reason for going 
slightly more into detail. Fig. 6, for instance, is an extremely beautiful 
and characteristic structure, and it would be of considerable interest if 
some explanation of this structure were given. What is the reason for a 
structure of this kind, very finely divided in the middle and coarser at 
the outside? Probably the structure is due to the fact that when solidi- 
fication started in the middle the whole of this finely divided part came 
at once; then the heat of solidification made the cooling of the outer part 
much slower than the cooling of the center part. 

In order to support this explanation I would refer to Fig. 20, which is 
a case that I studied some years ago. Symmetrically between two flat 
lammellae are two flat crystal colonies, built up by a finely divided 
eutectic structure, but in these crystals periodical differences occur. 
This must be because the solidification of the eutectic did not take place 
in a continual way but proceeded from the upper part so that at a given 
moment the boundary of the eutectic colony has been solidified in this 
way [demonstration]; the heat of solidification must have caused a 
definite arrest of the solidification; then a new portion crystallized, and so 
on. Thus, in order to explain these boundaries, we must consider the 
fact that the heat of solidification must be taken away before a new part 
of the eutectic is able to solidify. I think that the explanation of the 
picturesque structure in Fig. 6 will be a similar one. I should like to add, 
concerning the next to the last line on page 655, that those rounded eutec- 
tic colonies are also very typical in eutectic gray cast iron. There is some 
reason to believe that the rounded structure is related to the fact that the 
erystals of graphite themselves have a tendency for rounded forms. 


* Director, Metallographic Institute of Stockholm. 
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Carue R. Haywarp,* Cambridge, Mass.—I have obtained exactly the 
structures that Doctor Benedicks has shown in his sketches, in copper- 
silver alloys, which were melted under charcoal in graphite crucibles, 
taken from the furnace and cooled in air. I thought then that very 
likely the cooling would proceed us Doctor Benedicks has indicated, by 
radiation from the top, solidifying from the top and perhaps from the 
center rather than from the wells of the crucible. The walls were fairly 
thick and it is more than likely that there was more rapid cooling by 
radiation from the top, which would undoubtedly bring about the crystal- 
lization from various points. The structure was exactly the same as has 
been indicated in Figs. 5 and 6. I have wondered if that was the way 
in which the various specimens shown in the illustrations were prepared. 


G. E. Datpey,t East Berlin, Conn. (written discussion).—A recent 
publication covering a babbitt that is being put on the market states 
that a special method of alloying gives a decidedly superior structure to 
this alloy. Photomicrographs with magnification of 100 diameters show 
this special alloy to have a decidedly superior structure over a babbitt of 
the same analysis, the analysis in both cases being tin 88.9 per cent., 
antimony 7.4 per cent., and copper 3.7 per cent., which is an ordinary 
genuine babbitt. 

The photomicrograph of the special babbitt shows a very fine struc- 
ture with no decided erystals of the antimony-tin type. It shows all 
constituents of the babbitt to be thoroughly disbursed. The photomicro- 
graphs of the ordinary genuine babbitt shows the cubic crystals of tin- 
antimony and also shows a decided segregation of the constituents. 

The Brinell hardness numbers, as follows, show the decided super- 
iority of the special metal: 


AvT70° F. Am 2122 Be 
GENUING DAD DIGS Sens ck ie cle cuentas eet came ee eee 23.8 8.2 
peclal-mne tales. cask We riyer etek: Cretan reat cret eee ee ores ee nen 23.8 MPART/ 


The structure of this special babbitt is not destroyed by remelting 
and recasting, and it states in the publication that there are no special 
precautions to take in melting and casting this metal over what are used in 
handling ordinary babbitt. It is stated that owing to the elimination of 
the crystalline structure, the special babbitt possesses an unusual degree 
of plasticity. A sample of this metal rolled in a sheet to the thickness 
of about 0.01 in. shows considerable toughness. It is almost impossible to 
tear this sheet and it can be bent a great number of times without break- 
ing. This rolling cannot be done with an ordinary babbitt. It is possible 
under some conditions to bring about a combination of two substances by 


* Associate Professor of Metallurgy, Massachusetts Institute of Technology. 
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the introduction of the third substance, which does not of itself. enter 
into combination. Such a substance is known as a catalytic agent. 

Can anyone suggest the means by which the properties above 
described in this special metal can be arrived at? 


GrorGceE I’. Comsrocx,* Niagara Falls, N. Y. (written discussion).— 
The author shows some interesting photomicrographs, the metallographic 
technique being of very high order of excellence. The writer would 
question, however, the interpretation of Fig. 5, as given at the top of 
page 657, and also the reference to free cadmium crystals near the bottom 
of page 659 in the discussion of Fig. 16. Somealloys containing cadmium 
and tin have been studied here recently, and it has been found that cad- 
mium is very readily and severely attacked by nitric acid, while tin is 
left comparatively bright. Primary crystals of cadmium had an 
elongated needle-like form in those alloys, and were darkened even before 
etching on account of a sort of tarnish acquired during polishing with 
rouge. Primary tin crystals, on the other hand, remained bright during 
polishing, and had a rounded form like the bright areas in the author’s 
Fig. 16. The writer would suggest, therefore, that the light constituent 
in Figs. 5 and 16 might more probably be tin than cadmium, and 
would like to ask what evidence the author has to support the contrary 
interpretation as given in the paper. 


C. H. GREEN (author’s reply to discussion).—The original conclusion 
regarding the microconstituents of the cadmium-tin eutectic was based 
on etching tests rather than on any extended investigation of the system. 
It was observed that when pure cadmium was kept free from tarnish 
during polishing it was not easily attacked by nitric acid, concentrated 
acid being necessary to bring out the grain boundaries. Also, it was 
found that 10 per cent. HCl or a solution of stannous chloride, both of 
which are used to etch tin, gave the same results as found in Figs. 5 and 
16. Also, Fig. 15 shows cadmium crystals untarnished by nitric acid. 
Further investigation, however, of several alloys of the cadmium-tin 
system seems to show agreement with Guertler’s theoretical discussion® 
that when cadmium separates out as primary crystals, these crystals, 
because of the coalescing power of cadmium, are not closely sur- 
rounded with eutectic as is the case of primary tin crystals. This 
would indicate that the light phase in Fig. 16 is the tin-rich phase and 
that the cadmium-rich phase is the more rapidly attacked by the etching 
reagent. This coalescing power of one phase is well known in the arsenic- 
copper alloys. This question of the identification of the phases does 
not change the type of the eutectic pattern. It does, however, emphasize 
another factor, 7. e. the coalescing power of the primary solid phase, 


* Consulting Metallurgist. 9 Int. Ztschr. Met. (1911-12) 2, 90. 
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which influences the form of the near-eutectic pattern. The author has 
not seen in any of the alloys examined, nor in published photomicro- 
graphs, the needle-like form of cadmium crystals mentioned by Mr. 
Comstock. The general experience has been that these crystals have a 
tendency to take a rounded form such as those shown by Guertler in the 
discussion mentioned. 

Regarding Doctor Benedicks’ discussion of Fig. 6, the author agrees 
with his explanation of the change in size of the particles. It seems 
likely that at the beginning of freezing there may have been a certain 
amount of supercooling and as a result when freezing began the nuclei 
number was very large; that is, the number of crystal nuclei formed 
per unit volume was large and as a result a very fine structure was pro- 
duced. During the freezing of the eutectic, the heat of solidification 
was evolved, and it is entirely possible that there was even a slight 
increase in temperature. This would tend to reduce the nuclei number 
in the remaining melt; and having reduced the nuclei number and 
provided for a slower rate of cooling, the likely thing to expect would be 
increased size of particles. This apparently is what generally happens. 

There seems to be no relation between the orientation of the specimen 
during cooling and the distribution of the fine and coarse particles in the 
eutectic. For example, specimens cooled in the crucible and sections 
cut perpendicular to the vertical axis show these typical colonies; other 
specimens cast in iron molds and the section cut through a vertical plane 
of the casting show the same structures. There is, however, a variation 
in the size of the colonies in different specimens and in different parts of 
a particular specimen, which is apparently influenced by the 
cooling. The above discussion seems to apply also to the remarks by 
Professor Hayward. 
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Determination of Structural Composition of Alloys by a 
Metallographic Planimeter 


By E. P. Pontusnxin,* New York, N. Y. 


(New York Meeting, February, 1925) 


Tus work has for its purpose the establishment of a new method for 
determining the structural composition of alloys. The area occupied 
by a constituent on a few representative photomicrographs of the alloy 
is measured, by a planimeter, especially designed for metallographic work, 
and the volume and proportional weight of the constituent calculated. 

Experiments have shown that the results are accurate enough to 


justify the application of the method tomany problems _,. CO 1) Leb bis 
in metallographic research instead of chemical analy- al 7 bal b, Ka 
sis. The advantage of the method is the possibility UZ Up] LA 
of determining the amount of the constituents with- yay vena 
out separating them from the alloy; their composition Lip a2 
may also be determined if the ultimate chemical analy- Hh Gap | 
: " botnet Y B YG 
sis of the alloy is known. Pal I 


DESCRIPTION OF PLANIMETER 


WER 
SNES 


WA 


UNG 
N 
iS 

a 


Suppose Fig. 1 represents a part of a photomicro- 


graph on which the total area of the black figures is — Fic. 1.—Parr or 
: Mi PHOTOMICROGRAPH 
tou be found. | By 4 system of parallel limes drawh 4. ~watcn cvorat 


short equal distances apart all figures may be divided Arwa or Back ria- 
URES IS TOBE FOUND. 


into trapezoids. As the area of a trapezoid is equal to 

its median multiplied by its altitude, the relation between the total areas 
of the black and the white figures comprised within each strip is equal to 
the relation between the sums of medians for these figures respectively. 
This is also true for the whole area of the photomicrograph. Therefore, 
to determine the total areas of the black and white figures we must first 
find the proportion between the sums of the medians and then divide the 


area of the whole photomicrograph in the same proportion. 


*Tngtructor in Metallurgy, Columbia University. 
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The purpose of the planimeter is to measure the medians, or, as we 
shall call them, line segments, and to sum them up automatically. The 
planimeter is shown in Figs.2and3. It consists of a stage a that has two 


Fra. 2.—METALLOGRAPHIC PLANIMETER,. 


motions, at right angle to each other, both controlled by rack and pinion. 
The lateral motion is produced by rotating knob b, the forward-backward 
motion by rotating knob ¢, which is fixed on the base d of the 
while knob b can move with the stage. 
has one end fixed to a drum f 


apparatus, 
Tape e, graduated in millimeters, 
and the other end Joined to a case g. By 
rotating knob h, which operates a pinion 7 and wheel, the tape may be 
wound on the drum; then its graduated edge passes over the figures on 
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the photomicrograph placed on the stage. Line o on the base serves as an 
index to show the exact position of the tape. 


Fig. 3.—TABLE OF PLANIMETER. 


The photomicrograph should be pasted to a glass plate, which is then 
fastened to the stage by four small screws. A magnifying glass placed 
above the stage makes small figures of the photomicrograph visible; it 
can be rotated around a pin so as to follow the stage in its motion. 

Suppose that the edge of the tape crosses figures A, B, C, Fig. 4, and 
that line segments ab, cd, ef are to be measured and summed up. One 
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division on the tape is put opposite the index line 0; this division is a 
starting number of the record and should be marked on a record sheet. 
The division on scale 1, showing a lateral position of the stage, should also 
be noted. By rotating knob c the stage is moved, either forward or back- 
ward, until one of the divisions on the tape, say 570, coincides with the 
lower boundary of figure A. Then, by rotating knob h, the tape is 
moved until 570 coincides with the upper boundary b 
of figure A. The stage is moved again, and 570 is 
placed on the lower boundary C of figure B. Then 
the tape is moved until 570 reaches d, and so forth. 
In this procedure the tape is moved only when cross- 
ing figures and the stage when crossing the interstices 
between the figures. Consequently, the total length 
passed by the tape expresses the sum of all line seg- 
ments of the recorded figures. 

A division on the tape which we follow in crossing 
the photomicrograph is called the guiding mark. If 
figures are not numerous and are spaced comparatively 
far apart, the guiding mark may be changed, the 
nearest division to the boundary of a figure being used 
in all cases; this will save unnecessary movement of 
the stage. 

When the photomicrograph is once crossed from 
bottom to top, the stage must be moved sidewise for 
one division of scale /, and the operation just described 
is repeated along the new line of record. In this way 
the whole surface of the photomicrograph is passed 
over. If the length of the photomicrograph is n and 
the width m, all n crossings should be made equal in 
length to m. If the total area of the recorded figures 


Fic. 4.—MerErtrnHop . : 
or MHASURING AREAS 1S denoted as ay, the whole area of the photomicrograph 


OF PARTS OF PHOTO- 


a, the total sum of line s S ‘ecor - 
epee , the total sum of line segments of the recorded fig 


ures J), and the total length of the record 1, the follow- 
ing proportion holds true: 


Gk (1) 


where / = m X n and I, represents the difference between the final and 
the starting divisions on the tape; 7. e., the relation between the total area 
of the recorded figures and the entire area of the photomicrograph equals 
the relation between the sum of line segments of these figures and the 
total length of the record. This is the first principle of the planimetric 
determination of area. 
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CALCULATION OF PROPORTIONAL WEIGHT OF CoNSTITUENTS IN ALLOYS 


It is further assumed that the volume v, occupied by a constituent is 
in the same relation to the entire volume v of the alloy as is the area of 
this constituent a; to the entire area a of a phptomicrograph; viz., 
vp a. l 

Sat pa ee (2) 
The correctness of this assumption was proved by the experiments, but 
it may be shown also by reasoning, similar to that which is applied in the 
deduction of formulas of volume in integral calculus. 

From formula 2, the weight of the constituent may be calculated, if 
the specific gravities of this constituent and the alloy are known. Let 
w be the actual weight of the alloy; wi, the actual weight of the constitu- 
ent; W, the weight of the constituent, in per cent. of the alloy (the pro- 
portional weight); d, the specific gravity of the alloy; d,, the specific 
gravity of the constituent. 

Wi 1d) ow ay 


tee ip ea ao id. 
and W= a per cent. 3) 


If the specific gravity of an alloy is not known and the alloy has only 
two constituents, both of known specific gravity, another formula is 
needed. Formula 2 may be expressed also as 

Vi Ay ly 

= = = — 4 

Ve ao lo ( ) 
Where v, az and ly are, respectively, the partial volume, the area, and 
the sum of line segments of the second constituent. Denoting the actual 
weight and the specific gravity of the second constituent by we: and db», 


Wi v1 
We 2 Von 
wi lid 
or a = Te, 
W1 bid, Sit 
ue W1 ae We a lidy ae ay 
and We a per cent. (5) 
eee 
lid, 


The value of Js is obtained by subtracting 1; from the total length of 


record lL, 
When both constituents have the same specific gravity, formula (5) 


may be simplified as follows: 


100 1; 


W = jer cent. (6) 


VOL, LXx1.— 43 
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One of these three formulas 3, 5, and 6 was used for determining the 
proportional weight W of the constituent measured, the amount of the 
other constituent was calculated by difference. 

In alloys with more than two constituents, the record should be 
taken, first, of one of the constituents and its proportional weight cal- 
culated by formula 3; then the second constituent must be recorded and 
calculated, and so on to the last one, which is determined by difference. 
Each consecutive operation may require a special etching for the separa- 
tion of but one constituent each time. The specific gravity of all con- 
stituents and of the alloy itself must be known in this case. 


AccuRACY OF PLANIMETRIC METHOD 


To check the accuracy of the planimeter, a special test drawing 
was prepared with 40 per cent. of its area occupied by black figures and 
the remainder with white figures. All figures were small and varied in 
shape, size, and distribution. The results of determinations are given 
in Table 1. 


TaBLE 1.—Test Drawing 314 by 414 In.; Exact Width of Area Occupied by 
Figures was 74.5 Mm. 


| Proporncnal F : 
" 7 | J Approximat 
Record | Peay of Rated Jvonath | Sum of Line White Figures Number of. 
Number BOSSE es, of Record, | Segments of | in Per Cent., | White Figures 
% l | White Figures | 1001; | Intersected, 
| Serie wy 2 
= — —— - | =~ — 
| | 
1 12 74.5 X12 = 894.0} 546.0 61.1 
2 21 (enor 21156455) 928.5 | 59.4 
3 20 74.5 X 20 = 1,490.0 | 883.0 59.2 | 420 
4 37 <> |'74:5 X37 =12,756.5 | 1,660.5 60.2. | 740 
4 records 90 6,705.0) 4,018.0 
1001, 4018 & 100 
Mean = ee 
i 6705 59.9 per cent. 


In Table 1, as in the others, / and 1; are given in millimeters. As 
shown by this table, the accuracy of the individual records is about 2 
per cent., but is naturally higher for the mean value of the total area. 
These and further experiments have shown that the accuracy generally 
depends on the following conditions: 

1. The number of figures on the photomicrograph; the more numer- 
ous they are, the greater is the accuracy. This is true, however, only 
to a certain limit set by the size of the figures; if extremely small, they 
are not readily visible and cannot be recorded accurately. The major- 
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ity of figures in our determinations were, at least, 1 mm. in diameter, 
or larger. 

2. The number of crossings; the larger the number, the greater is 
the accuracy. 

3. Careful manipulation, by the operator, in bringing the guiding 
mark in exact coincidence with the boundafy of figures. 

4. The space between two consecutive crossings; the experiments 
proved that 1 mm. was too small, so.2 mm. was.used between two crossings 
in all records. Of course, with the greater spacing a larger area of the 
photomicrograph may be covered by the same number of crossings. 

5. The sharpness of the photomicrograph. 


CONDITIONS OF WoRK 


The operation of the instrument is very simple. When the record 
is being made, knob h is held in the right hand and knob c in the left. 
The lens placed above the photomicrograph must be large enough to cover 
a considerable area and should magnify from 2 to 3 diameters. Certain 
conditions of the preparation of the sample and the photomicrograph are 
very important. The sample should be truly representative for a given 
alloy and, if the composition and structure are varying, it must contain 
all possible variations. 

The photomicrographs must represent an average structure; in any 
event, several photomicrographs should be taken from each sample. 
When the amount of a known constituent is to be determined, to find the 
chemical composition of an alloy, two or three photomicrographs are 
sufficient, if the alloy is homogeneous; but when an exact structural com- 
position of an eutectic is sought, the number should be increased. We 
used from four to eight photomicrographs for each eutectic. 

The method of etching should produce clear separation of one constitu- 
ent, leaving all others in the uniformly colored background. In some 
cases a complex etching, which consists of two or more consecutive oper- 
ations, is needed. A very deep etching is not desirable because it pro- 
duces rough surface and shadows would increase or reduce the actual 
area of microconstituents. 

When selecting the magnification, the aim should be to cover a larger 
area of the alloy by each photomicrograph; but a very low magnification 
should be avoided as it reduces the size of the particles to a limit of their 
visibility. In the experiments, 50 or 100 diameters were used in deter- 
minations of chemical composition of alloys; and 350 or 850 diameters in 
determinations of the structural composition of eutectics. The latter 
are usually very fine and at the same time possess great regularity 
in structure. 

The time required to make the record depends on the size of the 
photomicrograph, the number of crossings, and the number of figures 
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on the photomicrograph. In the experiments, the time varied from 365 
min. to Lhr. If the width of the photomicrograph is from 75 to 80 mm., 
one crossing takes from 1 to 2 minutes, 


DETERMINATION OF ULTIMATE ComposITION OF BINARY EUTECTICS, 
WHEN CHEMICAL ANALYSES OF CONSTITUENTS ARE KNOWN 


On account of their constancy in composition, eutectics have been 
selected for verifying the method. At the same time, it will be shown 
that this method may be conveniently used in quantitative analysis of 
eutectics. The structural composition of eutectics was found planimet- 
rically and then their ultimate chemical composition was calculated. 


The results are given in Tables 2 to 5. All lines are expressed in 
millimeters. Values of the specific gravity were taken either from 
Metalltechnischer Kalender by Dr. W. Guertler, 1923, or from Physi- 
4 igah_Cha iga A RS ay ay y € fg ] 

kalisch-Chemische Tabbellen by Landolt-Bornstein, 4 Auflage, 1912. 


Bi-Sn Eutectic 


A small ingot was cooled in air; its composition was Bi, 58 per cent.; 
Sn, 42 per cent. It was etched by immersion in a mixture of ammonia 
and hydrogen peroxide for a few minutes; the bismuth remains white, the 
tin is darkened. Seven photomicrographs were taken, one of which is 
shown in Fig. 5. The results of the determination are given in Table 2. 
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TABLE 2—Bi-Sn Eutectic 


| i 
| e 8 f A imat 
Photo- Number of Total | ee : ts | yabee ee 
ROS si Benpthiof oo os Seemenss [i i Number of 
ae ones, Record, eel lz (Bi) hl ae ve 
h (Sn) | F(Sn) 
ie _ Ty en ee aS ee 
a, 150 30 2,370 1,136.0 1,234.0 1.09 
be 15O\- -25-— 1 1,950 983.0 967.0 0.98 1,000 
¢, X350 | 30. | 2,280 1,102.5. |, 1,£77.5 1.07 720 
d, 350 30 | 2,250 ROS OW 1.16820 1.07 630 
e, X350; 30 | 2,250 1330 ie isL1'70 0.99 780 
ie soo, 30 | 2.238 £130 1,125.0 1.01 870 
g, X350| 30 2,250 1,160.0 1,090.0 0.94 
7 photographs eters! | 07,714.82  |.7.873°5 
7 records bye (Sik \ J... 
eperTid 5s os 


The value of ; was calculated for each record in order to see the accu- 
racy of the individual determinations. The final value, however, was 
found by dividing the sum of all numbers in column J, by the sum of all 
numbers in column /;. 

For calculating the proportional weight of tin in eutectic, formula 5 
was used. According to Lepkowsky (1908),! the solubility of tin in 
bismuth at room temperature is about 0.5 per cent., and the solubility of 
bismuth in tin is negligible. We can assume that in small ingots cooled 
in air the Bi-Sn eutectic consists of practically pure bismuth and tin. 


The specific gravity d, of tin is 7.28; the specific gravity dz of bismuth is 


9.80; dan to: 
dy 


lo do» “i 
Dp x fae 1.38 


5 ny pe NOD 

Amount of tin W is 9.33 
cent. If bismuth dissolves 0.5 per cent. tin, then 58 per cent. bismuth 
contains 58 X 0.005 = 0.3 per cent. tin; therefore, Bi-Sn eutectic con- 
tains from 42 per cent. to 42.3 per cent. tin. The generally accepted 
composition of this eutectic is 42 per cent. tin and 58 per cent. bismuth. 


= 42 per cent.; amount of bismuth, 58 per 


Bi-Sn Eutectic in the Ternary Alloy of Bi-Sn-Pb 


Two small ingots were taken for determination, both of the same 
composition: bismuth, 75 per cent.; tin, 15 per cent.; lead, 10 per cent. 
The polished surfaces were etched with HNOs, 5 per cent. solution in 
alcohol. A fine mixture of bismuth and tin, surrounding solid crystals 


x Guertier: Metallographie I Band, I Teil, 742. 
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of bismuth and having the same outlines, is generally assumed to_be a 
binary Bi-Sn eutectic (Fig. 6). The planimetric determination showed, 
however, that its composition is far different from the composition of the 
normal Bi-Sn eutectic; this may be seen from Table 3. 


Photomicrograph | n | l l, (Sn) lo > F (Sn) 
| | 
a, X350 30 2,268.0 623 1,645.0 2.64 660 
b, X150 | 46 2,143 °5| 578 1,565.5 Sete 
¢, 350 33 2,508.0 | 923 1,585.0 1.72 380 
d, X150 46 2,481.0 750 1,731.0 2.31 
e, X350 30 | 2,241.0 | 882 1,359.0 1.54 510 
5 photomicrographs | 11,641.5 | 3,756 7,885.5 
FB pannrda 7ROr 
5 records ly 2 7885.6 =o 
l; 3756 


i 
The value of = was already found to be 1.35. 


Ls ils 
ee oe Sina ore 
li dy 

100! 


The amount of tinis W = 3.33 = 26.1 per cent. 
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It is very probable that the rim of bismuth crystals in the ternary 
eutectic is not a binary eutectic of any kind, but a skeleton of a crystal 
with varying composition. Such skeletons can be found in other alloys. 

In Fig. 6, the Bi-Sn eutectic does not occupy the whole area of the 
photomicrograph. In such a case, the total length / of record cannot be 
calculated as the product of the length of crossing by the number of 
crossings; it must be determined by a preliminary experiment in which 
the sum of the line segments of the whole area of the eutectic is found. 
Then the usual record of one of the constituents in the eutectic is taken. 
This method was always used in similar cases. 


Ag-Cu Eutectic 


A small ingot was cooled in air; its composition was Ag 72.5 per cent., 
Cu 27.5 per cent. It was etched by immersion in a mixture of ammonia 


* oy AD s i Ve 
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Fic. 7—Ag-Cu nurTectic. X 350. 


and hydrogen peroxide for 10to 15sec. Six photomicrographs were taken; 
a typical photomicrograph is given in Fig. 7. Silver appears white and 
copper dark. The results are given in Table 4. 

According to Lepkowsky’s diagram, the saturation points are 7 per 
cent. copper and 6 per cent. silver. These values were found for very 
slow cooling; but if the alloy is cooled in air, they would be much lower. 
Prof. William Campbell states that in such cases the solubilities are not 
over 1 per cent. on each side. We found a fairly noticeable amount of 
eutectic in an ingot with 97 per cent. silver that was cooled in air. 
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TABLE 4.—Ag-Cu Eutectic 
ee eee eee 


] 
} | | | Approx. 
Total | Sum of | Number of 
Number of P 1 I 
Photomicrograph ato eaae pipet | ieee aS }t—h =la | . Ca eel 
i, (Cu) F (Cu) 
a ee Ss 22 ss eee — = = eS ee ee a a 
| | 
a, 850 30 2,280 | 688 | 1,572 / 2d lean 630 
b, 850 30 2,280 | 692 | 1,588 | 2.29 480 
c, X850 30 2,280 653 16270 an 2.49 390 
d, X850 30 2,280 682 | 1,598 Zot | 330 
e, X350 30 : 2,250 645 | 1,605 2.49 1,080 
f, X350 30 2250 mal 695 1,555 2.24 600 
6 photomicrographs 13,620 | 4,055 9,565 
6 records ls os 9565 = 236 
l, 4055 ae 


Assuming that both solubilities are equal to 1 per cent. 

Specific gravity? of copper d; containing 1 per cent. silver = a + bx = 
8.93 + 0.014 XK 1 = 8.94. 

Specific gravity of silver d. containing 1 per cent. copper = a + bx = 
10.50 — 0.014 X 1 = 10.49. 


Then ds = 117 and =+ se 


l 
= 2.36 X 1.17 = 2.76; then, fr 
dy ; eters 2.36 X 1.17 = 2.76; then, from 


; , 100 
formula 5, the amount of copper solution W = 376 = 26.6 per cent. 


26.6 per cent. copper contains 26.6 X 0.01 = 0.27 per cent. silver 
73.4 per cent. silver contains 73.4 X 0.1 = 0.73 per cent. copper. 


Eutectic contains 26.6 — 0.27 + 0.73 = 27.1 per cent. copper and 72.9 
per cent. silver. Lepkowsky and other investigators found that eutectic 
contains 28 per cent. copper. 

As the constitutional diagrams are always drawn for very slowly 
cooled alloys; the question arises as to how rapid cooling would change 
the nature of eutectic. It may be assumed that three cases are possible: 
First, the proportion of the constituents in the eutectic remains the 
same but the chemical composition of each constituent is changed; there- 
fore, the ultimate chemical composition of the eutectic is also changed. 
Second, the chemical composition of the constituents remains the same, 


but the proportions are changed. Third, both the chemical compositions. 


and the proportions are changed. _ We have no evidence which of these 
three cases occur in silver-copper alloys. 


Tron-phosphide Eutectic in Gray Cast Iron 


Sample A contained total carbon 3.04 per cent., phosphorus, 1.47 
per cent, silicon 2. 89 per cent. , Manganese i at per cent., sulfur 0.08 per 


2 W, Guertler: Metalliechamtenen Ralender 
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cent.; two photomicrographs a and b were taken. Sample B contained 
total carbon 3.46 per cent., phosphorus 0.90 per cent., silicon 2.19 per cent., 
manganese 0.81 per cent., sulfur 0.16 per cent.; four photomicrographs 
c, d, e, f were taken. Both samples were deeply etched with picric acid. 


Fig. 8.—IRON-PHOSPHIDE EUTECTIC IN GRAY CAST IRON. XX 850. 


A typical photomicrograph is shown in Fig. 8. The results are given 
in Table 5. 


TaBLE 5.—Iron-phosphide Eutectic in Gray Cast Iron 


Photomicrograph n 1 l,(FesP) le 2 F (FesP) 
a, X850 23 734.0 505.0 229.0 0.45 
b, 850 35 695.5 521.0 174.5 0.34 200 
b, X850 35 695.5 510.0 1S5e0 0.36 
b, mean 35 695.5 ays), (5) 180.0 0.35 
c, 850 32 1,166.0 835.0 331.0 0.40 240 
d, X850 38 1,046.0 ote O 309.0 0.42 230 
e, X850 38 1,943.0 1,276.0 667.0 0.52 420 
e," X850 38 1,948.0 | 1,276.0 669.0 0.53 
e, mean 38 1,945.0 1,276.0 669.0 0.52 
f, X850 38 850.0 610.0 240.0 0.40 230 
6 photomicrographs 6,436.5 | 4,478.5 1,958.0 
8 records 
ly 1958 
ic REG RATS ee a 
III 
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In summing up columns J, 1, and I, we have taken the mean value 
of these lines, when double records were taken, because each photomicro- 
graph represents a point in the alloy, and, therefore, in the calculation of 
the average composition, we must count each photomicrograph as a unit. 

As shown in Fig. 8, phosphide eutectic consists of two constituents, 
the white and the dark. 

“Stead writes that in very gray phosphoretic metals, the carbon 
diffuses out of it and a binary eutectic of Fe;P and iron containing in 
solution a little phosphorus is formed.”* On the other hand, microscopic 
examination reveals that the darker constituent has an appearance of 
pearlite. For these reasons, in these calculations, we shall assume that 
the eutectic is a mixture of Fe;P with either ferrite or pearlite. 

Specific gravity’ of Fe;P, di = 6.74 

Specific gravity of Fe, dz = 7.86 
Specific gravity of pearlite may be calculated by the formula: 

D =a + be = 7.86 — 0.35 * 0.85 = 7.56 


but this gives a value that is evidently too low. If we consider pearlite 
as a mixture of seven parts of iron with one part of cementite (specific 
gravity 7.07), we can calculate its density as a mean of the densities of 
the two constituents: 

7.86 X 7 + 7.07 


3 = 7.16 
which is in better accordance with the observed values for steel. 

£ dy» 7.86 a 

In the case of ferrite, 74d ae 1.17 

. F dy 7.76 = 

In the case of pearlite, Gwe e jhe ES 
lo ds» 

== (Qh Se alk = On nills 

ly dy 


= 0.44 & 1.15 = 0.506 


The difference is so small that 0.51 can be taken for each. 
The amount of FesP in the eutectic W = 100 + 1.51 = 66.2 per cent. 
The amount of phosphorus in phosphide of iron can easily be calculated: 
31.04 X 100 
55.84 X 3 +31.04 


66.2 per cent. of Fe;P contains 66.2 X 0.156 = 10.3 per cent. phosphorus. 
Therefore, according to planimetric determination, the eutectic contains 
10.3 per cent. phosphorus. 


= 15.63 per cent. 


‘A. Sauveur: “The Metallography and Heat Treatment of Iron and Steel,” 
2d ed., 390-1. 
* Landolt-Bérnstein: Physik.-Chem. Tabellen, 4 auflage. 
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Eutectic of White Cast Tron 


Determinations were made on two samples; the first was a piece of 
chilled iron consisting almost entirely of eutectic. Four photomicro- 
graphs, at 350 diameters, were taken. The second was white iron of 
the following composition: Combined carbon 3.80 per cent.; graphite, 
trace; silicon 0.57 per cent.; manganese 0.20 per cent.; phosphorus 0.31 
per cent.; sulfur, 0.096 per cent. Five photomicrographs, at 350 


et at ey 
* 
we kee PP Mad 
a Ce eee Saal 
Leni, Pe 


diameters, were taken. Both samples were etched with picric acid. <A 
typical photomicrograph is shown in Fig. 9. 


I 5) 
The mean value of a for ten records was 0.68. Here 1; denotes the 
‘1 


sum of line segments of cementite and l, the same of pearlite, found by 
difference. 


Amount of cementite W = — eee 57.1 per cent. 


Amount of pearlite = 42.9 per cent. 


Carbon content in cementite was 57.1 X 0.067 = 3.83 per cent. 


Carbon content in pearlite was 42.9 X 0.0085 = 0.37 per cent. 
Total 4.20 per cent. 
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Eutectoid in Bronze 


A sample of bell metal with 20 per cent. tin was etched with Grard’s 
solution and seven photomicrographs at 850 diameters were taken; 


le 
one is shown in Fig. 10. The mean value of i for seven records was 
1 


3.17. 1, denotes the sum of line segments of alpha and I» of delta. 

It is generally assumed that delta contains 31.8 per cent. of tin. The 
‘ concentration of tin in alpha varies with the rate of cooling, from 6 to 13 
per cent. In the case of 6 per cent., the specific gravity of alpha, cal- 
culated by the formula d; = a + ba is 8.78. As the specific gravity of 


yey 
$ + 


Fie. 10.—EurEectToID IN BRONZE. X 850. 


bps > ds : 
delta ds, is 8.14, the relation - = 0.95, and the amount of alpha 
2S 
100 


W= im es 25.3 per cent. 
lid, 
Then the amount of delta equals 74.7 per cent. 
Total amount of tin in alpha is 25.3 X 0.06 = 1.52 per cent. 
Total amount of tin in delta is 74.7 X 0.318 = 23.75 per cent. 
Total tin in eutectoid = 25.27 per cent. 


In case of 13 per cent., similar calculations give 26.99 per cent. as the total 
amount of tin in the eutectoid. 
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We have considered two extreme cases, while the real concentration 
of tin in alpha in any particular bronze may be between 6 and 13 per cent., 
then the total tin in the eutectoid would be very near 26 per cent., in full 
accordance with the generally accepted composition of this eutectoid. 


DETERMINATION OF CHEMICAL ANALYSIS oF ALLOYS WITH KNowN 
CONSTITUENTS 


If the chemical composition of the constituents is known, the chemical 
analysis of the alloy may be determined by the same method as was 
applied to the eutectics; viz., first, the area of each constituent is deter- 
mined by the planimeter and then the proportional weight of each is 


Fig. 11.—PHOsPHIDE EUTECTIC IN GRAY CAST IRON. X 100. 


calculated by formulas 5, 3, or 6. We used this method for determination 
of carbon in steels and cast iron, phosphorus in gray cast iron and in 
phosphor-copper, and so forth. Some of the results are given in Table 6. 

Reviewing all cases of the determination of carbon in steel, it may be 
stated that carbon was invariably found lower than it was shown by the 
chemical analysis. We have no explanation to offer for this except that 
the carbon content in pearlite is probably higher than 0.85 per cent., as 
was accepted in our calculations. 

The sample of gray cast iron with high phosphorus was etched deeply, 
first, with picric acid and then with Le Chatelier-Dupuy reagent. The 
phosphide eutectic then became clearly visible on a dark field. 
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TasLe 6.—Determination of Carbon and Phosphorous in Steel, Cast Iron 
and Phosphor-Copper 


Percentage of the 


Number Total | Chemical Elements 
of Photo- | Total Total | Number Found 
ah micro- | Number} Length of 
Description of Samples graphs of of All Figures 
and Cross- | Records] Inter- |- Plani- | By 
Magnifi- anES sected | metric- | Chemical 
cations ally, | Analysis, 
chy a 
Rolled*steel saat. ct sruia eles ae 4 X50 60 4,500 | 1,750 0.20 0.24 


Crucible-steel ingot, Mn 0.22 
per cent., Si 0.11 per cent.; 
heated to 1000° C. and 
SllOndhy Wewllels . o osins ces caox 2 X50 60 4,504 825 0.46 0.50 

Crucible-steel ingot, Mn 0.25 
per cent., Si 0.10 per cent.; 
treated as above...........- 4 <50 148 | 11,070} 1,400 0.74 0.78 

Crucible-steel ingot, Mn 0.28 
per cent., Si 0.22 per cent.; 
treated ee above. . on .| 2 X100 88 6,535 | 1,000 1.24 aD. 

White cast iron, raphe Hoes 
Si 0.57 per cent., Mn. 0.20 
per cent., P 0.31 per cent., 
5 0.096 nce cent... 

Gray cast iron, total C 3. 04 p on 
cent., Si 2.89 per cent., Mn 


bo 


150 60 4,770 | 1,850 3.93 3.80 


1.11 per cent., S 0.081 per ie IE 

COD Girepect is aoremetnite ee ngeclews eae 4 <100 138 10,407 | 1,200 1.43 1.47 
Phosphor-copper, Cu 89.71 per 

cent., P 10.33 per cent......| 3 X50 90 6,756 | 1,860 | 10.38 10.33 


DETERMINATION OF THE CHEMICAL COMPOSITION OF UNKNOWN CoNSTIT- 
UENTS IN Binary ALLOYS 


Supposing we have a series of binary alloys with two constituents, 
both of unknown composition. We select two alloys with a possibly 
larger difference in proportion of one of the constituents and analyze 
them planimetrically. First, the specific gravity of the constituents must 
be found. It may be calculated, after the specific gravities d, and dz 
of both alloys have been determined by weighing and the proportional 
volumes of each constituent have been found planimetrically, from 
two equations: 


ayx + (100 — ax)y 
agx + (100 — ae)y 


I 


100d, (7) 
100d, (7a) 


where a; and a2 denote the proportional volumes of the first constituent 
in the first and in the second alloys, respectively. The proportional 
volumes of the second constituent are expressed as the differences; x 
and y are the specific gravities of the first and the second constituents. 


ll 


. 


DISCUSSION 687 


When the specific gravities are determined, two other equations 
must be composed, from which the percentage Z of one of the chemical 
elements in the first constituent, and the percentage U of the same 
element in the second constituent may be found. 


AiZ + (100 — A,)U = 100n, (8) 
AoZ + (100 — As)U ="100n2 (Sa) 


A, and A» denote the proportional weights of the first constituent in the 
first and in the second alloy, respectively. The proportional weights of 
the second constituent are represented by the differences, n; and nz are 
the percentages of the chosen element in the first and in the second alloy, 
respectively, found by chemical analysis. When Zand U are determined, 
the percentages of the second chemical element are obtained by subtrac- 
tion of Z and U from 100. 

If one of the constituents contains only one element, formulas 8 and 
8a will be reduced to a simpler form: 


AiZ = 100m (9) 
AoZ = 10072 (9a) 
Dividing one equation by the other, we have 
Ar 2 
ae (10) 


that is, the amount of the constituent containing both elements is 
proportional to the percentages of the element present in this constitu- 
ent only. Such a case we have, for instance, in hypoeutectoid steel 
where the amount of pearlite is proportional to the percentage of carbon. 
Similar formulas may be composed, also, for the ternary alloys. 


DISCUSSION 


H. 8. Rawpon,* Washington, D. C. (written discussion).—Any one 
who has occasion to make planimetric measurements by the ordinary 
means in metallographic work will welcome the simplification here 
described. Although there may be a difference of opinion concerning the 
utility of the planimetric method as a general means of metallographic 
study, no one questions the decided advantage and the almost absolute 
necessity of the method in certain cases. 

Some consideration has been given by the writer to the possibility of a 
further simplification which would do away with the tedious eye-straining 
work that any planimetric method necessarily involves. The possibility 
of a photometric method has received some attention. This would 
involve a measurement of the average brightness of the micrograph under 


* Physicist, Bureau of Standards. 
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study, or perhaps the average density of a transparency of the micrograph 
as shown by the transmission of light through it, and its relative bright- 
ness (or transmission) as compared with similar plates developed so as to 
show the same intensity as that of each of the constituents in the structure 
that is being studied; for example in Fig. 5, Bi-Sn eutectic, two reference 
plates, one of the intensity of the light-colored areas, and one correspond- 
ing to the dark constituent. 

Many objections can be raised to any such method, however, the 
foremost being the elimination of the human element, which is so 
necessary in the study and interpretation of micrographic data. For 
example, accidental variations in the shading of the plate as a whole 
(Figs. 5 and 8) or of different constituents caused by non-uniform illu- 
mination could not be taken account of by such a method, as would 
naturally be done by one using any planimetrie device. This might 
cause serious error in the results. The preparation of the necessary 
comparison plates would undoubtedly require considerable practice and 
skill and it is questionable whether any material saving in time could be 
effected by any such method. 

On the whole the author’s modification of the usual planimetric 
method seems to be a decided simplification and at the same time it 
retains the necessary human element. The practical applications of the 
method, however, are so limited in number that perhaps attempts at 
further simplification would not be warranted. 

A word of caution as to the practical application of the planimetric 
method may not be amiss. This can best be illustrated by example. 
If one were to estimate, as the author has done, Table 6, planimetrically 
the carbon content, of two hypoeutectoid steels of the same carbon con- 
tent but differing considerably in manganese, both being in the annealed 
condition, of course, the results would undoubtedly indicate a wide 
difference in the apparent carbon content, as shown in a publication by 
the writer several years ago.® An increase in the manganese content 
of a hypoeutectoid steel is ordinarily equivalent, so far as the structure 
is concerned, to an increase of carbon. A 0.45 per cent. carbon steel 
containing only a trace of manganese was shown to have a decidedly 
different structure from a 0.45 per cent. carbon steel having a higher 
manganese content, say 1.3 per cent., although both were annealed by 
heating to a temperature of 750°C. and allowed to cool within the furnace. 

The point is that the full-annealing treatment is not the same for the 
two steels. A treatment that would result in a condition of structural 
equilibrium for the steel of lower manganese content will not do so for 
the other. The point of general application must be borne in mind with 


°H. 8. Rawdon and F. Sillers, Jr.: Effect of Manganese on the Structure of Alloys 
of the Iron-carbon Series. Bur. of Stand. Sci. Paper 464. 


DISCUSSION 689 


any alloy, particularly as ‘‘unknown;” 7. e., Is the alloy in a condition of 
structural equilibrium? 

P. N. Cutrvinskxy,* Novocherkask, Russia (written discussiont).— 
Planimetric measurements have been quite extensively used in petro- 
graphy for determination of the composition of rocks. As the author 
gives no reference to the bibliography @n this subject, I would say 
that the principle of the planimetric method was first described by the 
Austrian geologist Rosiwal many years ago. Later, Professor Hirschwald 
constructed a special planimetric eyepiece, which is now being made by 
optical firms of Fuess and Seibert, in Europe. This eyepiece was used 
by me (as well as by many others) in researches on the composition of 
rocks with quite satisfactory results. 

Another method of the geometrical analysis was introduced in France 
by Delesse in 1848. It consists in weighing the paper cuts representing 
the figures of one of the constituents of a rock and comparing the weight 
with the total weight of the drawing or photograph representing 
the structure. 

I have been using these methods for about 20 years and found them 
very useful in petrographic research. The practical side and the details 
of measurements are given in my book® on quantitative mineralogical 
composition of granites. Of course the same methods could be applied 
to the problems of quantitative analysis in metallurgical research, as I 
pointed out in 1908. For instance, the mineralogical composition of 
dinas bricks used in the construction of steel furnaces cannot be deter- 
mined by chemical analysis as dinas consists of two minerals, quartz 
and tridymite, having exactly the same composition, so that the propor- 
tion between these two minerals can only be found by planimetric method. 

Similar problems are frequently met with in the study of the composi- 
tion of rocks. It is sufficient to refer to pyrrhotite, the composition of 
which is sometimes given by the authors in formulas different from 
FeS while it is possible to prove by planimetric method that it cor- 
responds exactly to the formula FeS and that the excess of sulfur in some 
samples is due to the presence of isolated crystals of pyrite. 

Quite recently I have been using methods of Delesse and Rosiwal in 
studying the composition of coarse granular meteorites known as pal- 
lasites. My usual practice is to make the measurements on three per- 
pendicular sections of the sample in order to have various intersections 
of crystals. This practice may be recommended, especially when the 
erystals have uniform orientation in space, as for instance, in a 
piece of mica. 


* Translation by E. P. Polushkin. 
+ Professor of Applied Geology and Dean of Mining Faculty, Don Polytechnical 


Institute. ; 
6 See reference by G. F. Kunz in Science (1911) 11, 348. 
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E. P. PouusHkrn (author’s reply to discussion).—In regard to the 
statement that the practical applications of the planimetric method are 
very limited, I would say that there is no reason why this method 
could not be extensively used in metallographic research. An ordinary 
planimeter is not practicable for metallographic determinations, but a 
planimeter suitable for metallographic work may render a valuable 
service to the research on alloys. 

At present, two methods are used for the determination of the 
chemical composition of the constituents in alloys. The first is based 
on differential solubility of the constituents in chemical reagents. The 
alloy is dissolved in a certain reagent, which dissolves all constituents 
but one, which is separated out and may be analyzed. But to find 
such a reagent is a difficult task. The other method is to prepare a 
series of alloys, which are examined under the microscope and the one 
found to contain only one constituent is analyzed. In this case the 
difficulty lies in the exact adjustment of the chemical composition in 
order to have but one constituent without a trace of any other. 

By the planimetric method the composition of microconstituents 
can be determined without separating them, either chemically or 
mechanically, from the alloy, and the results obtained by this method 
may be as accurate as those obtained by chemical analysis. In 
many cases, when two or three unknown constituents are present in each 
alloy of the series, it is the only method available for determination of 
their chemical composition. 

Delesse’s method was used in metallography for the determination of 
the proportion of copper oxide eutectic in copper. Some other methods 
were alsoadvocated. Yetthe practical application of planimetric methods 
did not meet with success in metallography, because of the many tedious 
operations involved in order to secure accurate results. To make the 
planimetric method efficient, it was necessary to introduce some auto- 
matic device for measuring small areas. It was with this purpose in view 
that I constructed a planimeter which is adapted to the determination of 
the summarized area of small figures. From six to eight photomicro- 
graphs, containing about one thousand figures each, can be recorded with 
this instrument in a day, 7. e., up to 8000 small areas measured in 8 hours. 


a 
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Tantalum, Tungsten and Molybdenum?! 


By E. W. Enauz,* Norra Cuicaqo, Inn. 


(New York Meeting, February, 1925) 


For several years the Fansteel Products Co. has been engaged in 
the production and development of various of the rarer metals. It is at 
present engaged in the commercial production of tantalum, tungsten, 
and molybdenum in a very high state of purity. The information con- 
tained in this paper is partly a general compilation from various sources 
and partly information obtained as a result of recent years of work in 
the laboratory of this company. 

Tantalum, tungsten, and molybdenum form a group peculiar to them- 
selves among the commercially available metals. Their very high 
melting points (tantalum 2770° C., tungsten 3350° C., and molybdenum 
2550° C.) set them apart so far as the metallurgical processes for their 
production are concerned. Further, when properly prepared and treated 
they will stand a somewhat unusual degree of cold work, that is work 
below the temperature at which marked crystal growth takes place. 
Such cold-worked metal may show a high tensile strength; tantalum to 
130,000 lb. per sq. in., tungsten to 490,000 Ib., and molybdenum to 
260,000 Ib., in the form of fine wire. 

In physical appearance, these metals are not unlike some steels; 
they may be better described by saying that polished tantalum some- 
what resembles lead; polished tungsten, iron; and polished molybdenum, 
nickel. The polished surfaces of all three remain untarnished in ordi- 
nary air. Air containing corrosion-producing impurities will, in general, 
show molybdenum the least resistant to corrosion and tantalum the 
most resistant. Molybdenum has, however, a high degree of resistance 
to corrosion by hydrochloric acid, a property that should render it of 
commercial interest. On the other hand, it is markedly attacked by 
some of the weaker organic acids. 

The three metals oxidize rapidly when heated at or above a dull red 
in air. This feature limits their use in many applications where their 
high melting point and strength make them appear usable. Tungsten 
and molybdenum, at red heat, are quite inert to hydrogen and nitrogen; 
while tantalum has a rather remarkable affinity for all the ordinary 
gases, which results in its becoming embrittled in their presence. This 


* Metallurgist Fansteel Products Co., Inc. 
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gas-absorbing power of tantalum has been put to practical use as a 
“clean-up” in vacuum tubes. It might also be well worth while to 
study the catalytic action of tantalum. It absorbs gases at red heat 
and liberates them at incandescence. 

Table 1, which is largely a compilation from various available sources, 
gives a ready comparison between the physical and electrical properties 
of those three metals and platinum, copper, and nickel. 

The high melting points of the metals, combined with their valuable 
physical properties and the fact that they are all capable of being pro- 
duced as fine wires, have resulted in their being commercialized as con- 
structional material in incandescent lamps, radio vacuum tubes, x-ray 
tubes, and similar devices. 

Tantalum has a much greater electrical resistance than the other two. 
On the other hand it has a smaller temperature coefficient, which, to 
some extent, offsets this difference at higher temperatures. Molyb- 
denum, at low temperatures, has a relatively high vapor pressure, so 
high in fact that in the production of incandescent lamps it is necessary 
to limit rigorously the allowable molybdenum content in the tungsten 
filament to prevent the bulb from becoming blackened with volatilized 
molybdenum, which would result in great decrease of light efficiency. 

The metals are not very hard, despite a quite popular belief to the 
contrary. This belief seems to have risen from early published works 
describing experiments with impure materials. Relatively small 
quantities of some impurities affect, to a considerable degree, the prop- 
erties of these elements. Their tendency to absorb carbon with the 
formation of brittle material is quite marked; it is, therefore, necessary 
to exclude carbon-containing materials during the hot processing of 
these metals. Tantalum and molybdenum lend themselves to the 
ordinary machine-shop operations. Tungsten gives difficulty with 
machine tools, apparently, more because of a property resembling 
toughness than hardness; it is quite readily filed and ground. ‘Tungsten, 
at high temperatures, has a much greater rigidity than the other two. 
Molybdenum and tantalum, when heated very hot, recrystallize, become 
soft, pliable, and non-elastic while tungsten has an elasticity somewhat 
resembling that of a quartz fiber. 


Uses or TUNGSTEN 


Tungsten is used as filament material in incandescent lamps, radio 
tubes, x-ray tubes, rectifying valves, and similar apparatus. It is also 
used as internal structural material in these devices. Here it has some 
limitation because of difficulty in shaping and working, especially when 
cold. Special glasses are produced with a coefficient of expansion similar 
to that of tungsten and the metal has a rather wide use for making 
vacuum seals through glass. The high melting point, high density, and 
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low volatility make it valuable as anticathode material in x-ray tubes 
Under some conditions, it is valuable as a resistance element in high- 
temperature electric furnaces. 

Tungsten is universally used for contact points in the distributor 
of automobile-battery ignition systems. It has proved useful as a con- 
tact in many devices where the current and voltage are relatively low, 
such as magnetos, thermostats, speed-regulating devices, relays, ete. 
In its use in automobile ignition devices, it does not usually serve simply 
to substitute tungsten for some material that has been previously used, 
for instance, platinum. The action of these two metals as contacts is 
quite radically different and the electrical characteristics of a device 
that has been balanced for platinum may make it quite unsatisfactory 
for use with tungsten and vice versa. The basic difference of these 
two metals in contacts appears to be due to the fact that platinum does 
not oxidize and there is always a metal-to-metal contact. In the case 
of tungsten, however, the make and break of a circuit are accompanied 
by some oxidation. It is necessary that the characteristics of the 
circuit be such that this oxidation is controlled in such a manner that 
too high a contact resistance is not set up. A recent investigation 
indicates that if tungsten contacts are operated in a neutral atmosphere, 
such as hydrogen, their operation in a given device is similar to that of 
platinum in air. In hydrogen, there is no corrosion of tungsten and its 
usual peculiarities, resulting from the formation of oxide in air, are 
absent. In the production of contacts for automobile work, it is usual 
to saw the tungsten disk from a rod: The working of the tungsten rod is 
carried out below the temperature of equiaxing. The resultant contact 
surface, therefore, has the end or the smaller cross-sectional area of the 
crystals exposed. However, a large number of contacts are also made 
from disks punched from sheet. In this case the larger longitudinal 
sections of the crystals are exposed. 

Various electrical-discharge apparatus utilize tungsten as spark-gap 
electrodes. Here, again, its high melting point and low volatility make 
it applicable. 


Uses or MonysppEnum 


The relative ease of handling and shaping molybdenum in the cold 
state makes it applicable to a number of uses where tungsten is not 
perfectly suitable. Broadly speaking, however, it may be put to uses 
similar to those of tungsten. Molybdenum has been found useful as 
electrical contact points in cases where conditions were not so severe 
as to demand tungsten and where the relative ease of riveting and spin- 
ning permits its use in a more limited space. 

Molybdenum would doubtless have extensive uses for making vacuum 
seals in glass, provided there was available a low melting glass of proper 
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temperature coefficient of expansion. Molybdenum is used as a filament 
material in devices similar to those in which tungsten is used. It has 
been found quite satisfactory as a filament in radio and other rectifying 
uses, where the requirements are such that it is not forced to operate at 
too high a temperature. At temperatures much above white heat, the 
relatively high volatility and low tensile strength of molybdenum limit 
its uses. 

As structural and electrode elements in electronic tubes, molybdenum 
is widely used. The ease of mechanical shaping, the ease with which it 
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Fie. 1.—TypicaL HIGH-TEMPERATURE ELECTRIC FURNACE. 


is permanently degassed and its ability to stand high temperatures render 
it of special value in power tubes. ‘‘Dead soft”? molybdenum wire, 
such as is used for grids in the radio tubes, is furnished with cold elonga- 
tion up to 33 per cent. 

Resistor furnaces are made by winding molybdenum on suitable 
refractory materials. Temperatures up to 2000° C. may be obtained. 
It is necessary that a neutral atmosphere be kept around the winding 
while it is hot; for this purpose hydrogen or nitrogen are most often 
used. The construction of a high-temperature furnace, using molyb- 
denum wire as a resistor heating material, is shown in Fig. 1. A tem- 
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perature up to 1700° C. may be obtainedinthisfurnace. Witha suitable 
refractory a temperature approximating 2500° C. could be reached. 
The use of hydrogen is necessary to preserve the molybdenum from 
oxidation. Before turning on the current, enough hydrogen should be 
allowed to flow into the outer shell to displace the oxygen. After this a 
small stream of hydrogen is sufficient to protect the heating element. 

The refractory should be sufficiently porous to permit the escape of 
hydrogen into the tube. Zirkite is a more satisfactory packing than sand 
or silocel, as the latter attack the molybdenum at high temperatures. 

If care is taken to protect the molybdenum winding when the furnace 
is above 350° C., its life should be more than 500 hr. at 1400° to 1600°. 
Failure is usually due to deformation or melting down of the refractory 
or the packing. 


Usss or TANTALUM 


Metallic tantalum first became an article of commerce about 1904, 
when it was used as a lamp filament by Siemens & Halske, Charlotten- 
berg, Germany. Between 1905 and 1911, it is estimated that over 
100,000,000 tantalum-filament lamps were used in this country; some of 
them are still in service. The writer’s attention was called to one of 
these lamps that was still in service in the fall of 1924, which had been 
installed 15 years ago. 

The standard lamp with 25 Hefner candlepower of 114 watts per 
candlepower consumption used a filament 650 mm. long and 0.05 mm. 
(0.002 in.) diameter, weighing 0.022 gm.; 1 kg. of wire produced about 
45,000 lamps. At the temperature of incandescence, the resistance of 
filaments 1 meter long and 1 mm. cross-section is 0.830 ohms. Some 
characteristics given for tantalum lamps are as follows: 


Watts per Hefner candlepower...... . Sa ae TeeeLEO 
Hefner candlepower per square Piliaetey Ry a8 ACOz eens: 0.307 
sHemipersiture obi Cand eSCenGen cauper vetlel inane 1700° C, 
Va LlONOts Ot ONC OLGenGS sialic Ciara eine tse 6.07 


In 1909, the tungsten-filament lamp began to displace the tantalum 
lamp and within a few years the tantalum lamp became practically 
obsolete. There is, at present, some renewed interest in the further 
possibilities of tantalum as a lamp-filament material. Its high resistance 
and lack of brittleness after use should render it of value in cases where 
difficulty is encountered with tungsten. 

Tantalum is of special value as structural and electrode elements 
in electron vacuum tubes. Its physical properties, including its high 
melting point, susceptibility of being made in widely varying degrees of 
elasticity and pliability, and its resistance to structural change at 
relatively high temperatures make it quite adaptable. Its physico- 
chemical property of absorbing and holding gases renders it quite effec- 
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tual as a clean-up medium, or ‘‘getter” in hard or gas-free tubes or in 
tubes in which it is particularly desirable to get rid of some particular 
gas contained. For such purposes, it is customary to weld or rivet a 
small piece of tantalum to the plate of the tube or to some structural 
parts that become heated during the process of evacuation. It would 
doubtless be of advantage to make the entiré plate, grid, and supporting 
structure of this metal. The present cost, however, precludes this 
in any but the most exacting cases. Its use as a structural material in 
tubes appears to be more general in Europe than in this country. Tan- 
talum is exported from this country for this purpose. 

Tantalum is useful, also, as a filament material in vacuum tubes. 
Some precautions must, however, be observed in its use which are not 
necessary in the case of tungsten and molybdenum filaments. The 
absorption of a slight residue of gas may change its electrical properties 
quite markedly. Absorbed gas may generally be removed by heating 
to incandescence; it will, however, be reabsorbed by the cooling metal 
unless it has meanwhile been pumped out or otherwise eliminated. 

Tantalum has been used for dental instruments and surgical tools; 
it has been largely superseded by such materials as stellite and the 
more recently developed non-corroding steels. 

Its great resistance to wet chemical corrosion, it being attacked by 
no mineral acid except hydrofluoric, suggests its use for laboratory and 
industrial chemical and electrochemical purposes. Sheets of tantalum 
were partly immersed in the following solutions without gain or loss in 
weight at the end of 50 days: Concentrated sulfuric acid, dilute sulfuric 
acid, concentrated hydrochloric acid, dilute hydrochloric acid, aqua 
regia, glacial acetic acid, 10 per cent. acetic acid, 50 per cent. formic 
acid, 12 per cent. formic acid, 10 per cent. oxalic acid, 85 per cent. phos- 
phoric acid, 10 per cent. phosphoric acid, 5 per cent. carbolic acid, 
15 per cent. tannic acid, 20 per cent. sodium acetate solution, 10 per 
cent. iodine solution, citric acid solution, 10 per cent. potassium hydrox- 
ide solution. 

The pieces were so placed that a portion was immersed and a por- 
tion exposed to atmosphere above the liquid, it having been observed 
that the greatest corrosion often takes place at the junction of metal, 
liquid, and atmosphere. 

In a similar test in which the sheet was immersed in 33 per cent. 
potassium hydroxide solution for 120 days, the metal showed a discolora- 
tion but there was practically no change in weight. 

Tantalum appears adaptable to a wide variety of laboratory uses 
where it is not subjected to heat; dishes, spatulas, spoons, electrodes for 
electroanalysis and other purposes can be made of the metal. 
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Tue TantraLtum EvEectTrRoLytTic VALVE 


It has been known since early in the twentieth century that many 
metals have properties as a result of which they may be described as 
electrolytic valves. When two different metals or conductors are made 
the electrodes in an ionized solution, there is often considerable differ- 
ence in the ease with which current will flow from one with reference 
to the other. An electrolytic cell, with one electrode of aluminum and 
one of steel in an electrolyte of boric-acid solution, for instance, is known 
as the Nodon electrolytic valve. If a current potential is placed on 
the electrodes of this cell, current will pass with relative ease in the 
solution from iron to aluminum but much greater resistance is offered 
to its passage from aluminum to iron in the solution. That is to say, 
aluminum will give off electrons to the solution to free positive ions in 
the solution but will not readily absorb them to free negative ions. 
Magnesium, cadmium zine, bismuth, and antimony are some of the 
other metals showing rather marked valve action. The resistance of 
these metals to chemical corrosion is low, however, and, except in the 
case of aluminum, but little has been done to make practical use of this 
interesting property. 

Tantalum is highly resistant to both chemical and electrolytic cor- 
rosion and very strikingly to corrosion of the strong mineral acids. It 
is also an electrolytic valve metal. This combination of properties 
has recently led to its commercial use in rectifiers and battery chargers 
for converting alternating current into direct. If two plates of tantalum 
are Immersed in a suitable electrolyte, for example dilute sulfuric acid, 
and if these plates are connected to a source of alternating-current sup- 
ply, current will flow for a few seconds during which time a thin film is 
formed on the surface of the plate. This film may show play in colors, 
while it is forming, similar to a piece of steel that is being heated to its 
bluing temperature. At the end of a few seconds, current no longer 
flows, provided the impressed voltage is not too high. If, instead of 
using two tantalum plates, one plate of tantalum and one of, say, lead 
is used, and if instead of an alternating-current potential we impress 
direct current so that there is a tendency of current to flow from tantalum 
to lead in the solution, which means that electrons will tend to flow 
from solution to tantalum, an effect similar to the above takes place 
on the tantalum and current flow ceases shortly, provided again the 
impressed voltage has not become too high. If this same cell is con- 
nected to a source of direct-current potential, the polarity being such 
that the current inside the cell tends to flow from lead to tantalum, 
current passes quite readily. 


1U.S. Patent 1495582. 
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Finally, if the cell with an electrode of tantalum and one of lead and 
dilute sulfuric-acid electrolyte is connected to a source of alternating 
current, one-half of the alternating-current wave will be suppressed 
the one whose time interval tends to send current from tantalum fe 
lead. During the other half of the wave, current passes from lead to 
tantalum. The net current flow is pulsating unidirectional. This 
current is in effect direct and may be used to charge batteries, electro- 
plate, perform electrolysis, and do much of the work for which direct 
current is required. If a steady non-pulsating direct current is required, 
the pulsating current may be smoothed by means of an electrical filter 
system. In this electrical filter system, it is practical to use electrolytic 
electrical condensers containing tantalum as electrode material. 
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Fic. 2.—RECTIFIER USING ONE-HALF OF ALTERNATING-CURRENT WAVE, 


Commercial cells are now available for direct-current output up to 
several amperes. Where high-voltage output is required, several cells 
are used in series. The maximum alternating-current voltage recom- 
mended to be impressed per cell for constant service is 40. Units con- 
sisting of transformer, cell, and output control are available for battery 
charging, either continuous or intermittent, electroplating, electroly- 
sis, direct-current supply for radio operation, and various applications 
where a small supply of direct current is required. A diagrammatic 
sketch of such a rectifier is shown in Fig. 2. 

Similar rectifiers that utilize both halves of the alternating-current 
wave are also manufactured. This is accomplished by using two cells 
or series of cells or by using a single cell with two tantalum electrodes. 
Fig. 3 shows the electrical connections of such a rectifier. 

The economical use of the tantalum rectifier is limited to installa- 


tions of relative small wattage outputs. Conversion from alternating 
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to direct current is accompanied by considerable loss of energy, which 
is largely dissipated as heat in the cell. The passage of the current 
through the cell results in liberation of hydrogen from the tantalum 
electrodes and oxygen at the lead; water must be added from time to time 
to replace this decomposition. 

A interesting and valuable effect is obtained in a rectifier cell by 
adding to the sulfuric-acid electrolyte, a salt of a metal readily reduced by 
wet electrolysis, such as iron, nickel, copper, silver, etc.; this acts as a 
depolarizer and greatly decreases the internal resistance of the cell. 
The effect is so macked that in the charging of a battery, for instance, 
the current output of a rectifier cell may be multiplied several times, 
the alternating-current voltage remaining constant, by the addition of 
such a salt. Similarly, a given output in amperage may be obtained 
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Fia. 3.—RECTIFIER USING BOTH HALVES OF ALTERNATING-CURRENT WAVE. 


at a much less impressed alternating current when a depolarizing salt 
is used. The depolarizer is also valuable for stabilizing the operation 
of the cell and rendering the valve electrode less subject to ill effect from 
abuse. The depolarizer appears to act by cutting down the resistance 
of the cell at or near the surface of the rectifying electrodes. It is believed 
to be, in some way, coupled with the effect that a relatively non-insulating 
metal film is produced as primary product of electrolysis instead of a gas 
film where depolarizer is not added. A further study of this depolarizing 
property will doubtless lead to more definite interesting details of 
its mechanism, 

The current output of a rectifier cell is limited by the current that 
may be obtained without overheating the electrolyte. While rectifica- 
tion will continue even in a boiling solution, the practical upper limit of 
electrolyte temperature may be regarded as around 70° C. Tempera- 
tures above this are likely to result in excessive evaporation, annoying 
odors, and softening of rubber parts, if such are used in the cell assembly. 
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Larger current output from a system may be had by connecting two 
or more cells in such a manner that both halves of the alternating-cur- 
rent wave are rectified or by connecting cells in parallel. Where higher 
voltage output is desired, it is necessary to connect cells in series, as 
above mentioned. For installations used for charging batteries where 
there is a back electromotive force, the faet must be remembered that 
when an electrode is acting as a closed valve it is not only blocking the 
alternating-current potential but this potential to which the battery 
voltage is added. , Oa 

In a study of current rectification the action of a large number of 
electrolytes has been observed. Considered from all standpoints where 
the high current output is desired, sulfuric acid of a gravity of 1.100 to 
1.250, which is the same approximately as is used in lead-type storage bat- 
teries, to which has been added ferrous sulfate crystals (not more than 1 
gm. to 100 c.c. of solution) has thus far proved the most satisfactory. 

In one series of electrolyte tests, 2 per cent. solution of sodium car- 
bonate, 2 per cent. solution of sodium pyrophosphate, 1 per cent. solution 
of sodium chloride, 4 per cent. solution of sodium acetate, 2 per cent. 
solution of potassium bisulfate, 2 per cent. solution of nitric acid, 5 per 
cent. solution of sodium tungstate, 4 per cent. solution of sodium sulfate, 
2 per cent. solution of sodium fluoride, and 2 per cent. solution of sodium 
bicarbonate showed but little current leakage. A 2 per cent. solution 
of ammonium phosphate showed appreciable leakage, 10 per cent. solu- 
tion of acetic acid and 2 per cent. solution of ammonium tungstate 
showed a great deal of leakage, the acetic-acid solution exhibiting hardly 
any valve action. Considerable experience in the design of tantalum 
rectifier apparatus has, however, shown that current leakage is not the 
only criterion of a good rectifier, although it is animportant one. Some 
electrolytes, it has been found, result in undue heating; others dissolve 
one or more of the electrodes and still others may embrittle the electrodes 
without actually dissolving. A great deal of further investigative work 
on the rectifying action of tantalum is in progress in the laboratory of 
this company and it is hoped that a comprehensive report of the work 
may be presented at an early date. 


MeEraLLOGRAPHY OF TANTALUM 
Preparation of Specimens 


Though apparently a very soft metal, tantalum is cut with difficulty 
with a hack saw. An unusual amount of heat is liberated when an 
attempt is made to saw the metal and the teeth of the saw are softened 
after a few strokes. In certain specimens, extremely hard metallographic 
inclusions are present, which make sawing even more difficult. The 
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Fic. 4.—TaNnTALUM, UNETCHED, SHOWING PITs.  X 600. 


Fic. 5.—TAaNnTALUM, UNETCHED, SHOWING PITS AND THREADS OF CARBIDE. > 600, 


E. W. ENGLE 703 


metal drills with some difficulty, but works fairly well on the lathe. 
The usual method of cutting it is with a carborundum disk. 

Polished sections for metallographic examination may be prepared 
by filing to a flat surface, smoothing down with No. 1, 0, 00, and 000 
Manning polishing papers, and finally polishing on a wheel covered with 
pool cloth using levigated alumina. The ‘surface thus produced is not 
all that could be desired but has been satisfactory. A little study of the 
polishing materials and methods might lead to much better results. 

The grain structure of the metal can be brought out by cold H2F2 
contained in a platinum dish. Contact between the tantalum and 
platinum seems to have a beneficial effect upon the reaction. Fol- 
lowing the etching, the specimen should be washed with hot water. 
Unless H2F: is completely removed, there is danger of ruining the micro- 
scope lenses. 


Structure of Pure Tantalum 


Unetched specimens appear homogeneous and without structure. 
Some specimens of apparently pure metal seemed to show an abnormal 
tendency to develop holes when they were polished; this may have 
been caused by prolonged polishing or it may have been that the speci- 
mens contained voids, which were enlarged by the polishing material; 
see Figs. 4 and 5. 

Etched sections of metal that has received considerable mechanical 
work interspersed by heat treatments show a well-defined grain struc- 
ture. The polyhedral shape of the grains is unusually perfect and the 
boundaries are straight rather than curved lines. The size of the grains 
is somewhat larger than that of the ordinary run of sintered tungsten; 
see Fig. 6. 


Corbon in Tantalum 


When unetched sections from certain tantalum samples are examined 
under the microscope, an obviously hard constituent appears in relief 
at the grain boundaries and, occasionally, within the grains. By cor- 
relating the amount of this constituent, as seen under the microscope, 
with the amount of carbon present, as determined by analysis, this 
material has been proved to be tantalum carbide. The constituent 
appears whenever the carboa runs above 0.05 or 0.06 per cent. (see 
Fig. 7) and occurs in masses when the carbon is 0.75 per cent. as 
shown in Fig. 8. Whether tantalum has the property of dissolving 
carbon up to 0.05 per cent., and what the effect of such dissolved carbon 
would be on the properties of the metal has not been determined. A 
number of specimens showing traces of carbon by chemical analysis 
showed no indication of it microscopically. A bar that, by accident, 
came in contact with some rubber when it was hot had a coating of 
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Fic. 6.—TANTALUM, ETCHED, SHOWING POLYHEDRAL STRUCTURE OF PURE ANNEALED 
METAL. XX 300. 


Vic, 7.—TANTALUM, CONTAINING ABOUT 0.06 PER CENT. CARBON, UNETCHED. > 600. 


Fig. 8.—TANTALUM WITH HIGH CARBON CONTENT, UNETCHED. XX 600 
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Fic. 9.—TANTALUM HAVING HIGH CARBON AT EDGE AND LESS INSIDE, UNETCHED. 
x 3800. 
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Tig. 10.—PATH OF FRACTURE FOLLOWING CARBIDE, UNETCHED. XX 1000. 


Fig. 11.—TAnTALUM BRITTLE DUE TO ABSORBED HYDROGEN, ETCHED, X 300. 
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Fic. 12.—TANTALUM BRITTLE FROM HEATING IN AIR, PROBABLY FROM ABSORBED 
NITROGEN; ETCHED. X 300. 


Fria. 13,—Siip BANDS IN STRAINED SPECIMEN, 
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carbide of considerable thickness on the outside and a smaller amount 
had diffused some distance into the bar; see Fig. 9. The center of the 
bar was almost free from carbide. 

The effect of this carbide on the working properties of the tantalum 
is about what would be expected when its hard, brittle nature is con- 
sidered. Bars that show traces of carbide under the microscope roll 
well. When enough carbon is present to begin to outline the grain 
boundaries, the metal will roll into sheets but the sheets will be brittle 
both parallel and at right angles to the direction of rolling, and there 
is a tendency for seams to show on the surface. When any large amounts 
of carbide are present, the metal cracks badly after a very little rolling. 

In an effort to show the brittle nature of this carbide, a specimen 
that contained considerable amounts of it was polished and then stressed 
until it cracked. The path of fracture followed the carbide wherever 
there was an opportunity. Fig. 10 shows a case where a crack can be 
clearly seen to originate in a carbide particle. 


Absorption of Hydrogen, Nitrogen, and Oxygen 


When a tantalum bar is heated and cooled in hydrogen, it is exceed- 
ingly hard on the outside. Only a very unsatisfactory section can be 
prepared, but when such a section is etched it shows a definite poly- 
hedral structure; see Fig. 11. This indicates that hydrogen forms a 
solid solution with tantalum. The outside, which is in direct contact 
with a hydrogen atmosphere, dissolves a large amount of it as the bar 
cools down and becomes very hard and brittle. 

Nitrogen also seems to dissolve in tantalum in much the same way. 
The examination of an etched section of a bar, to which air was admitted 
when it was hot, showed a regular polyhedral structure; see Fig. 12. 
The bar was exceedingly hard. It has been assumed that the hardness 
of tantalum that has been heated in air is due to nitride formation 
or, according to our observations, a solution of nitrogen in tantalum. 
Though there is no definite proof that part or all of this hardening is 
not due to oxygen, it is not probable. 

As microscopic examination indicates that nitrogen and hydrogen, 
when present in tantalum, are held in solid solution and as it is a general 
observation that an impurity held in solid solution in a metal hardens it 
in direct proportion to the amount present, it follows that small amounts 
of these gasses will have a hardening effect on the metal. This may 
explain the observation that some metal rolls without cracking, but 
seems to be unusually hard. 

Fig. 13 shows an etched surface of tantalum that has been severely 
strained. The slip bands produced are much like those observed in 
other metals except that they may be closer together, 
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The Malleability of Nickel* 


By Paut D. Merica,{ Pu. D., New York, N. Y.,anp R. G. WALTENBERG, f 
Bayonne, N. J. * 


(New York Meeting, February, 1925) 


ALTHOUGH nickel was discovered and isolated as early as 1750 and 
its valuable properties recognized, many years passed before it was used 
commercially for wire, sheet, rods, etc., in the pure form. This was due 
partly to its high cost at that time and partly to the fact that it was not 
possible to refine and cast nickel into ingots sufficiently malleable to be 
amenable to the usual forging, rolling, or drawing processes. So remark- 
able was this fact, and so different from the experience at that time with 
metals such as copper and iron, that it has left its impress on the no- 
menclature within the nickel industry. To this day, furnace-cast nickel 
produced in such a manner as to be suitable for rolling and forging is 
called malleable nickel to distinguish it from the ordinary pig and shot 
nickel of commerce. 

In 1878, the firm of Jos. Wharton, of Philadelphia (which later be- 
came The American Nickel Works, a constituent of The International 
Nickel Co.) exhibited at the Paris Exhibition specimens of rolled pure 
nickel strip and of drawn nickel wire. About this time, there was con- 
siderable activity in the study of the refining of nickel and several methods 
were described, some of which were patented, for the production of 
furnace-cast malleable nickel including the use of manganese (Boed- 
dicker,'! Selve and Lotter”), the use of potassium permanganate (Berns- 
dorfer Metallwarenfabrik*) and the use of phosphorus (Garnier*). By far 
the most efficient method was discovered by Th. Fleitmann in 1879;° it 
consisted in adding to the molten nickel, just before pouring the castings, 
from 0.05 to 0.125 per cent. of metallic magnesium. This soon became 
the recognized final malleableizing treatment for furnace-cast nickel. 


* Published by permission of the Director of the Bureau of Standards, 

+ Director of Research, The International Nickel Co. 

t Research Metallurgist, The International Nickel Co. 

1 Wiggin Process for Production of Malleable Nickel. Wagner’s Jaresberichte 
(1881) 27, 69. 

2 Production of Nickel Free from Oxide. German patent 25798 (1883). 

3 German patent 28989 (1884). 

4 On a New Process of Obtaining Malleable Nickel. C. R. (1880) 91, 331. 

5 Ber. d. deutsch Gesell. (1879) 12, 454. 
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It is evident that the use of these elements was based on the thought 
that they would reduce and eliminate nickel oxide, which was presumed 
to be the direct cause of the brittleness of ordinary furnace-cast nickel. 
Fleitmann, however, did not speak of his magnesium treatment as 
designed to eliminate nickel oxide but believed that it removed either 
carbon monoxide (by its reduction to carbon) or cyanogen compounds. 
He later refers to the use of manganese to flux, and to removed sulfur,® 
anticipating in a general manner our own conclusions. 

Today, even with modern methods of refining and improved furnace 
practice, nickel castings are not, in general, malleable without the magne- 
sium treatment; and after 45 years the Fleitmann method, somewhat 
modified, it is true, is used exclusively for the treatment of nickel 
intended for malleable castings, as well as for the treatment of many 
nickel-bearing alloys, such as monel metal, etc. It is customary today to 
produce malleable nickel with a manganese content of at least 0.10 per 
cent. and to add, as a final refining treatment of the molten nickel, about 
0.1 per cent. of metallic magnesium. 

The Fleitmann method has been so successful that, since the early 
days of its discovery and of the experimentation with manganese and 
other elements, little consideration has been given to the mechanism of 
its effect; the operation has been and still is referred to as ‘“‘deoxidation,”’ 
sometimes “degasification.”? In recent years, a number of phenomena 
have served to focus attention again upon this question and it has 
become increasingly evident that there was something else in the action 
of magnesium on nickel and its alloys than deoxidation or degasification. 

The investigation here reported was taken up in the summer of 1921 
with the specific purpose of ascertaining: (1) why ordinary cast nickel 
is not malleable, when not treated with magnesium, and (2) what is the 
mechanism by which the magnesium treatment produces malleability 
in such nickel. Such an investigation has, of necessity, embraced a 
considerable study of the metallography’ of nickel and some of its alloys, 
and has brought to light some interesting facts only indirectly related to 
the principal themes. Of these, perhaps the most interesting are the 
results of the study of the equilibrium between nickel and nickel oxide. 


Wuy Nicket 1s NON-MALLEABLE 
Commercial cathode, or electrolytic, nickel of high purity® is itself 
malleable and its malleability is not destroyed if such nickel is melted 


6 German patent 28460 (1884). 
‘The metallography of nickel and its alloys has been the subject of a number of 
valuable investigations, but it is unnecessary to mention all here. A discussion and 
bibliography of these investigations is given in Bureau of Standards Circular 100 on 
Nickel; we should like to refer also to Physical Properties of Nickel, by D. H. Browne 
and John F. Thompson, Trans. (1920) 64, 387; which deals particularly with the 
metallography of nickel containing small amounts of the usual commercial impurities. 
’ Containing about 0.4 per cent. cobalt, 0.1 per cent. iron, 0.02 per cent. copper. 
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in a crucible with ordinary precautions to prevent the absor ption by it 
of impurities. Small ingots of electrolytic nickel melted and cast in this 
manner, without treatment of any kind, may be readily forged under the 
hammer both hot and cold without cracking. Evidently lack of mallea- 
bility is not an inherent property of nickel. 

A series of small laboratory melts were nade of electrolytic nickel to 
which various impurities were added in known amounts, there being no 
other treatment given by magnesium or otherwise. These melts were 
made in an ordinary gas-fired furnacé, in the Arsem vacuum electric 
furnace, and in the Ajax-Northrup high-frequency induction furnace, 
the melts varying from 200 to 3000 gm. in weight. The ingots 
produced from these melts were tested for malleability by hammering, 
both hot (1100° C.) and cold, to a thin wedge. If this could be done 
without cracking, the ingot was called malleable; otherwise it was 
non-malleable. 

The principal conclusion reached from the results of these tests was 
an unexpected one. Of all of the impurities known to be present in 
furnace-refined nickel only sulfur rendered pure electrolytic nickel non- 
malleable—that is, of course, when added in amounts not greatly exceed- 
ing the usual ones. As long as the sulfur content of the electrolytic 
nickel ingot was well below 0.005 per cent. the ingot was malleable. 
Whenever it reached or exceeded that amount, the ingot became non- 
malleable and its quality was impaired in proportion to the amount of 
sulfur present. 

The addition of such elements as carbon, silicon, iron, copper, arsenic, 
cobalt, manganese, and, to our surprise, oxygen did not impair the mal- 
leability, either hot or cold, of the remelted electrolytic nickel ingots. 
Nor did drastic exposure of such nickel to the action of carbon monoxide, 
carbon dioxide, hydrogen, or air affect the malleability of the nickel, 
except in so far as the presence of blowholes in the resulting ingot jn 
some cases produced slivers and splits. 

The experiments were sufficiently extensive, in our opinion, to allow 
of but one conclusion: that the lack of malleability of ordinary furnace- 
refined nickel is due solely to the presence of sulfur in excess ot the safe 
limit—less than 0.005 per cent.’ This was demonstrated to be true in 
similar manner for monel metal (containing about 67 per cent nickel and 
28 per cent. copper) and it is suspected that it is characteristic of nickel 
alloys, at least those of higher nickel content. 

g Me i, completion ai this work, B. Begs (C. R. (1924) 178, 855), states that 


0.005 per cent. sulfur makes nickel Cubed or rondelles non-malleable, whereas they 
are malleable when the sulfur content is lower. These statements confirm the con- 


clusions of this article. 
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STRUCTURAL Form or SuLrur IN NICKEL 


The reason for this effect of even small amounts of sulfur on the mal- 
leability of nickel is not far to seek. Bornemann,!® Hayward,!! and 
others, have studied the equilibrium of nickel and sulfur and have shown 
that sulfur forms a compound, Ni;S:, with nickel that forms a eutectic 
with nickel at 21.5 per cent. sulfur, melting at 644° C. 

We have confirmed these facts and have been able to identify free 
NisS: in nickel microscopically when as little as 0.005 per cent. of sulfur 
is present, which must therefore be somewhat greater than the limit of 


Fie. 1.—NIckEL CONTAINING 0.23 PER CENT. SULFUR; NICKEL-SULFIDE CONSTITUENT 
IS APPARENT AT GRAIN BOUNDARIES. XX 500. 


solid solubility of this compound. By thermal analysis, it was not possi- 
ble to detect the eutectic arrest at about 640° C. unless about 0.03 per 
cent. of sulfur is present as NisS. This compound, when present in 
small amounts in cast nickel, assumes the form of films surrounding 
partly or completely the individual grains of nickel. It has a character- 
istic yellowish color and is readily identified under the microscope. 
Fig. 1 shows the typical appearance of the Ni;S, eutectic films surrounding 
the nickel grains. Whenever these films are present, the nickel is brittle 
both hot and cold. At temperatures above 650° C., the grains of nickel 
have practically no intercrystalline adhesion as they are separated, 
partly at least, by a liquid film. Below this temperature, the Ni3S2 
film is solid but quite weak and brittle. In consequence, the fracture of 


0 Metallurgie (1908) 5, 13; (1910) 7, 667. 
The Equilibrium Diagram of the System Cu28-Ni;S.. Trans. (1914) 48, 141. 
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ordinary non-malleable furnace nickel is intererystalline both hot 
and cold. 
Errect or MANGANESE AND oF MAGNESIUM 


Having ascertained the cause of non-malleability in nickel, it 
remained to study, in the light of these facts, the restoration of 
malleability by manganese and magnesium additions. Additional 
laboratory melts of nickel were, therefore, made in the same manner with 
various additions of sulfur, followed by successive additions of manganese 
and of magnesium. The typical procedure was to make a melt with over 
0.005 per cent. sulfur from which one ingot was poured; thereupon a 


Fig. 2.—SPpEcIMEN SHOWN IN Fic. 1 TREATED WITH 3 PER CENT. MANGANESE, 
MANGANESE-SULFIDE CONSTITUENT APPEARS AS A EUTECTIC NETWORK AROUND THE 
GRAINS OF NICKEL. X 500. 


small amount of manganese was added to the remainder, and a second 
ingot poured; finally magnesium was added and the third and last 
ingot poured. 

These tests demonstrated that the malleability of nickel that had been 
impaired by sulfur additions was considerably improved by the addition 
of manganese and was completely restored by the addition of magnesium. 
This was true even of nickel to which unusually large amounts of sulfur 
had been added—as much as 0.25 per cent., which is over ten times the 
amount of sulfur generally present in commercial furnace-refined nickel. 

By thermal analysis, by microscopic observations, as well as by direct 
chemical analysis, it was demonstrated that both manganese and magne- 
sium, when added to molten nickel containing sulfur, react with the 
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sulfur to form manganese and magnesium sulfides respectively, probably 
MnS and Megs. 

The manganese sulfide forms a eutectic with nickel melting at 
1325° C., and its distribution in the solid nickel, although along the grain 
boundaries, takes the form of small globules and not films, as does nickel 
sulfide. Its deleterious effect on the grain cohesion is not so great as 
that of the latter. In consequence, the addition of manganese improves 
the malleability of nickel but does not restore it completely. 

Magnesium has a higher affinity for sulfur than either nickel 
or manganese and reacts apparently almost quantitatively with either 
manganese or nickel sulfide to form magnesium sulfide. The latter is 
insoluble in molten nickel and, indeed, is solid at these temperatures, 


Fig. 3.—SPECIMEN SHOWN IN FIG. 2 TREATED WITH 0.5 PER CENT. MAGNESIUM; 
MAGNESIUM SULFIDE APPEARS AS HEXAGONAL INCLUSIONS IN THE GRAINS OF NICKEL, 
MAGNESIUM-NICKEL IS BARELY VISIBLE > b00! 


forming small crystalline particles that are entrapped during the solidifica- 
tion of the nickel and dispersed throughout the grains. They are not 
concentrated at the grain boundaries and exert practically no effect in 
consequence of their uniform mode of distribution on the cohesion or 
malleability of the nickel. 

Magnesium additions, therefore, restore the ductility of cast nickel 
containing sulfur, by changing the form of the sulfur from Ni;S. to MgS 
and its distribution from that of intercrystalline films of NisS: (of low 
melting point) to that of uniformly dispersed equiaxed particles of MgS 
(of high melting point). Figs. 2 and 3 show the typical structures of 
nickel containing sulfur that has been treated with manganese and with 
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manganese and magnesium, respectively. It is worth while to point out 
that MgS is attacked by water, so that to prepare a metallographic 
specimen containing it aleohol must be used in the final polishing, other- 
wise only pits will be left as the evidence of the presence of Mgs. 

Although the principal function of magnesium (and of manganese toa 
less extent) in rendering cast nickel malleable is thus demonstrated to be 
its effect in changing the form of the sulfur present, this is not the 
only role it plays. Magnesium undoubtedly reacts, as Fleitmann claimed, 
with oxides, and particularly with ¢arbon monoxide ; this serves to 
“degasify”” the molten metal, as well. Irregularities in the effects 


NOP Bete d ose 


Fie. 4.—NICKEL-NICKEL OXIDE EUTECTIC, CONTAINS 0.24 PER CENT, OXYGEN 
(1.1 ppR cent. NiO); ErcHED (30 PARTS NITRIC, 30 PARTS ACETIC, 40 PARTS WATER). 
X 500. 


produced by added magnesium may indeed be traced very probably to a 
varying distribution of the amount added between these two functions. 
Essentially the same studies were made with monel metal and what 
has been said about the ‘‘malleableizing”’ of nickel may with equal accu- 
racy be said about monel metal, and probably other high-nickel content 
alloys as well. The structural forms of sulfur, manganese, and mag- 
nesium in the alloys are somewhat different. from the forms they 
assume in nickel but the essential features are not different. Sulfur 
embrittles and manganese and magnesium restore malleability. 


NICKEL AND OXYGEN 


Inasmuch as the equilibrium between nickel and oxygen had not 
previously been subjected to any detailed study, the main features of 
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their equilibrium were determined. Oxygen reacts with molten nickel to 
form apparently only one stable oxide, NiO. This oxide is soluble in 
molten nickel in all proportions and forms with it a simple eutectic series, 
the eutectic melting at 1438° C. and containing 0.24 per cent. of oxygen 
or 1.1 per cent. of NiO. The melting point of NiO appears to be about 
1655° C. The solubility of NiO in solid nickel appears to be very slight, 
although this was not studied in detail. 

Contrary to general belief, nickel that is free from sulfur but contains 
nickel oxide up to the eutectic composition is quite malleable, both hot 
and cold. Asa demonstration of this, a 1-in. diameter ingot of the eutec- 
tic composition was forged hot to a 0.25-in. diameter bar and this bar was 
drawn cold, with intermediate annealing, after about 80 per cent. 
reduction to a satisfactory wire of 0.009-in. diameter. The microstruc- 
ture of the ingot from which this wire was produced is shown in Fig. 4, 
which illustrates the typical structure of the nickel, nickel-oxide eutectic. 
It is quite similar, in general appearance, to the copper, copper- 
oxide eutectic. 
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DISCUSSION 


H. W. Gituettr,* Washington, D. C. (written discussion).—The 
conclusions reached in this paper, that sulfur which is not combined with 
some other element, such as manganese or magnesium, but is free to form 
nickel sulfide, is the cause of poor malleability, while over 0.20 per cent. 
oxygen can be present in a sulfur-free nickel without causing loss of 
malleability, are paralleled by the findings of Cain in regard to iron. 

Cain" finds that when sulfur in iron is below 0.01 per cent., 0.20 per 
cent. oxygen can be present without red shortness. (Thisis corroborated 
by the work of Tritton and Hanson" at the National Physical Laboratory, 


* Chief, Division of Metallurgy, Bureau of Standards. 
J. R. Cain: Bureau of Standards Tech. Paper 261 (1924). 


*’F.S. Tritton and D. Hanson: Iron and Oxygen. Iron and Steel Inst. Preprint 
(1924). 
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who state that iron containing 0.10 per cent. oxygen but only a trace of 
sulfur has considerable ductility both hot and cold.) If manganese is 
present in suitable amounts (three times that of sulfur) and oxygen in 
only normal amount, red shortness is prevented, but as oxygen increases, 
that ratio of manganese to sulfur must be exceeded, doubtless because 
much of the oxygen is combined with manganese, thus lowering the 
effective manganese and leaving some sulfur loose to form iron sulfide. 

Wimmer" finds that iron with 0.04 per cent. carbon, 0.115 per cent. 
oxygen, 0.038 per cent. sulfur, and 0.34 per cent. manganese is not red 
short, while that with 0.04 per cent. carbon, 0.129 per cent. oxygen, 
0.032 per cent. sulfur and 0.26 per cent. manganese is red short. The 
increase of 0.014 per cent. in oxygen is accompanied by a decrease of 
0.12 per cent. in manganese, and the red shortness that Wimmer ascribes 
to oxygen would more logically be ascribed to the indirect effect of the 
oxygen in causing a deficiency in manganese. It seems reasonable to 
assume that the inclusions present in iron or steel high in oxygen and 
containing manganese are largely composed of some oxide of manganese. 
Such inclusions, as Wimmer shows, are highly deleterious to the mechani- 
cal properties, but it is quite likely that any other brand of ‘‘dirt”’ 
similarly distributed would be as bad as the oxygen. This will doubtless 
apply also to nickel and monel. Recent work at the Bureau of Standards 
has definitely connected relatively poor impact values of a certain 
lot of monel with an excessive amount of inclusions, and we would expect 
that nickel or monel high in oxide would be of poor quality, even though 
it is still malleable and ductile. 

Feild'® informed the Institute a year ago that zirconium combines 
with sulfur and prevents red-shortness, and cerium'® has been found to 
exert the same effect. Under some circumstances, Cain finds that 
copper may perhaps act similarly, and aluminum is also credited with this 
power by some observers. All these observations tend to strengthen our 
belief in the correctness of the explanations given by Merica and Walten- 
berg in the case of nickel. Sulfur-binding in metals like iron and nickel 
is one of the important effects of what has heretofore been’ considered 
deoxidation. 


AncEL St. Joun,* New York, N. Y.—About two years ago I used the 
az-ray analysis on a nickel alloy to determine why certain materials were 
non-malleable while others, apparently made in the same way, were 
forgeable. The x-ray patterns at once showed the presence of quite 
strong lines, due apparently to some alloy with nickel that should not 


* Consulting Physicist. 

14.4. Wimmer: Stahl und Hisen (1925) 45, 73. 

15 A. L. Feild: Trans. (1924) 70, 201. 

16 H, W. Gillett and E, L. Mack: Bureau of Mines Bull, 199 (1922), 
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be there. At that time I suspected that it was a nickel-oxide-nickel alloy 
of some sort, but evidence produced here would indicate that it was the 
sulfide. I would suggest that it might be perfectly possible to get con- 
elusive evidence along that line by preparing control specimens, in 
which you know whether you have sulfide or oxide as the constituent 
and compare the x-ray patterns. 


L. W. McKnrenan,* New York, N. Y.—The authors have suggested 
that other nickel-rich alloys may show the same effect. While I have no 
definite information regarding the amount of sulfur in certain nickel-iron 
alloys with which I have had experience, I can say that they sometimes 
show intercrystalline brittleness. In no case has metal prepared with 
the addition of magnesium in the ordinary way shown such brittleness. 
This may be taken, perhaps, as a confirmation of the results here reported. 
The amount of nickel in the alloys I dealt with was from 100 to 50 
per cent. or less. 


A. L. Fremp,t New York, N. Y.—In the discussion of this paper, it 
has been stated in effect that red-shortness is eliminated in steel when 
the amount of manganese added is sufficient to combine with any 
oxygen present in addition to satisfying the theoretical requirements 
for the formation of manganese sulfide. As a matter of fact, it is gener- 
ally observed in practical steel-making operations that, to prevent 
red-shortness, the percentage of manganese in the finished steel must 
exhibit a ratio to that of sulfur of at least 2.39 to 3.60 instead of the theoret- 
ical ratio of 1.71. Inasmuch as steel does not as a rule contain more 
than 0.018 per cent. total oxygen, determined by the Bureau of Standards 
Vacuum-tube method, the performance by manganese of its dual role 
is greatly impeded by some distinct reversibility of reaction. That 
this reversibility has to do with the efficiency of deoxidation I 
have elsewhere shown to be true.” That high-oxygen steels of very low 
sulfur content (0.01 per cent. or less) may be hot-worked without 
breaking, as recently shown by Cain and by Tritton and Hanson! 
does not imply that oxygen is harmless so far as red-shortness in ordinary 
commercial steels is concerned. It simply proves (a) that iron sulfide, 
when present in sufficiently minute amount, does not cause pronounced 
red-shortness, even when oxygen is present in greater than usual quantity, 
and (b) that iron oxide, as such, does not cause red-shortness. In other 
words, the effect of oxygen in causing red-shortness must be due to an 
indirect effect, which effect is exerted only when sulfur is present above a 


* Western Electric Co. 
t Research Met., Union Carbide & Carbon Research Laboratories, Inc. 
Trans. (1924) 70, 201-17. 

8 Bureau of Standards Tech. Paper 261 (1924). 

1 Tron & Coal Trades Rev. (1924) 109, 378-81, 
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certain limiting concentration. The sulfur present in the vast majority 
of commercial steels invariably lies well above this limiting concentration. 
Sulfur and oxygen are, therefore, jointly responsible for red-shortness 
in commercial steels. 
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Atvin L. Davis,* Waterbury, Conn.+I have seen one case of 
the brittle effect of sulfur on pure nickel. Sheets that were perfectly 
malleable would become brittle when annealed, as sheet steel often is 
annealed, where gas similar to an illuminating gas is used. If the 
gas had much sulfur in it, it produced bars that were brittle on the out- 
side; if exposed to the anneal long enough, they became brittle through- 
out and broke to pieces on subsequent cold working. Chemical analysis 
showed the presence of sulfur, and the microscope showed intergranular 
envelopes, which are characteristic of extreme brittleness. 


* Director of Research, Scovill Mfg. Co. 
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X-ray Evidence Versus the Amorphous-metal Hypothesis 


By Rosert J. ANpERson,* Mer. E., Boston, Mass., AnD Joun T. Norton, t 
CAMBRIDGE, Mass. 


(New York Meeting, February, 1925) 


Tue purpose of this paper is to report evidence, regarding metal 
structures, that is contradictory to the amorphous-metal hypothesis of 
Beilby, and particularly evidence that is opposed to the proposition that a 
vitreous amorphous layer is produced by polishing a piece of metal. 

According to the theory of Beilby, which has been developed by 
Rosenhain and others, polishing a piece of metal greatly affects the 
condition of the metal at or near the surface polished, making that 
surface entirely different in character from the metal beneath. A 
vitreous amorphous surface film is said to be formed. The polishing 
process, on the basis of Beilby’s explanation, is well known and does not 
require discussion here, but it is advisable to seek the precise meaning of 
the term ‘‘amorphous.” According to Beilby, ‘‘amorphous means non- 
crystalline in the most intimate sense of the word; the molecules are not 
marshalled in crystalline order and orientation.’ According to Rosen- 
hain, the amorphous condition is that assumed by a metal when the 
crystalline arrangement is completely broken up so that the atoms exist in 
a state of disorderly arrangement similar to that which exists in the 
liquid state. Thus, from the point of view of the phase rule, the “‘amor- 
phous phase”’ is regarded as being identical with the liquid phase. Amor- 
phous metal is often likened to an undercooled liquid. A crystalline 
substance is one in which the atoms are arranged in space according to 
some definite repeating geometrical pattern. The existence of amorphous 
metal has not been definitely proved. 

The evidence offered here that amorphous metal probably does not 
exist is of a direct nature and is afforded by 2-ray diffraction effects given 
by a number of metals and alloys when polished, cold-worked, and 
annealed. Considerable of the experimental work was carried out with 
substantially pure aluminum and the aluminum alloy duralumin, but 
many of the observations made on these materials were checked by 
similar observations on copper, iron, tin, zinc, lead, mild steels, and 


* Consulting Metallurgical Engineer. 
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brass. The diffraction effects exhibited by these metals and alloys are 
doubtless exhibited by other metals and alloys; and while the discussion 
is based on data obtained in the a-ray examination of the materials 
listed, it will be evident that a general phenomenon is being dealt with. 

At the outset, attention is directed to the results obtained in the case of 
diffraction patterns given by 2-radiation im'pinging upon the surfaces of 
polished metals as related to the amorphous surface film of Beilby. 
The wz-ray gives no evidence of an amorphous condition in the surface 
layer of a severely polished metal; perfect crystallographic diffraction 
patterns are obtained. 

The experiments discussed here were carried out in the x-ray labora- 
tory of the department of physics, Massachusetts Institute of Technology. 


AppaRATUS, MrtHops, AND MATERIALS 


As is well known, when a beam of 2z-radiation passes through, or 
impinges upon, a metal, or any other crystalline substance, the planes of 
atoms arranged in some orderly fashion, as a space lattice, act as a 
diffraction grating, thus giving particular diffraction effects; e. g., lines 
or spots on a photographic film—lines when a modification of the powder 
method is used and spots or streaks when the Laue photographs are taken. 

In the experiments discussed here, the diffraction effects were recorded 
with the standard General Electric Co. type of apparatus for z-ray crystal 
analysis, using monochromatic radiation.! A water-cooled Coolidge 
tube with molybdenum target operating at 22 to 24 milliamp. was used. 
The exposures were varied, depending on the material x-rayed, but 
240 to 500 milliamp.-hr. covers the range employed. The metal samples 
were in the form of thin sheets, about 0.01 to 0.10 in. thick, thin wires, 
and metal powders. 

In the powder method of z-ray crystal analysis (Hull-Davey) the 
substance for examination is finely ground, say to pass a 200-mesh screen 
or finer. Hull? mentions powder with grains 0.01 cm. in diameter, or less, 
as being suitable. When such a fine powder is placed in a small-bore 
glass tube, there is present a large number of crystals or grains arranged 
in greatly disordered orientation. Disordered or random orientation is 
essential, for to obtain a complete set of lines on the diffraction pattern 
it is necessary to have particles in the proper orientation to the incident 
beam of z-rays so as to give reflection from every possible family of atomic 
planes. Under certain conditions, rotation of the sample tube will 
increase the disorder of the orientation. 


1W.P. Davey: A New X-ray Diffraction Apparatus. Genl. Elec. Rev. (1922) 25, 


565. 
2A. W. Hull: A New Method of X-ray Crystal Analysis. Phys. Rev. (1917) 10, 


661. 
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The powder ‘method has serious disadvantages for the metallurgist, 
as in preparing a sample of metal powder the original physical condition 
of the metal is altered; moreover the method is not well adapted to the 
rapid routine examination of metals. 

Two methods of obtaining the diffraction effects were used by the 
authors; these are referred to as the restricted-slit and the polished-surface. 
Both methods are modifications of the powder method, advantage being 
taken of the random orientation of the crystal grains of metals. In the 
restricted-slit method, the relatively broad band of z-radiation defined 
by the standard slit system of the diffraction apparatus is narrowed by a 
secondary slit arrangement, in order to give relatively narrow lines on 
the photographic film. This secondary slit arrangement also serves as a 
holder for the metal specimen. The sample for examination is preferably 
in the form of a thin sheet. The width of the slit may be about 0.005 
in. fora sheet 0.01 in. thick; wider slits are required for thicker sheet 
samples. The width of the slit also depends on the metal to be 2-rayed. 
The sheet sample, which may be, say, 34 by !% in., is mounted on the 
secondary slit, which is placed on the cassette of the diffraction apparatus 
at the proper height, 7. e., the slit is held at the center of the circle about 
which the photographic film is bent. The secondary slit screens the 
sample of metal from the z-radiation except for a narrow band. The 
secondary slit is made of metal, which, of course, gives diffraction lines on 
the photographie film in addition to those caused by the metal sample, 
but the lines given by the former are fainter than those given by the 
sample, and if the holder is made sufficiently thick and of some metal 
having diffraction lines that are not easily confused with those of the 
metal being analyzed, no difficulty is had in interpreting the results. 
The authors have used restricted slit holders made of !4¢-in. lead sheet. 

In the polished-surface method, the beam of x-rays is diffracted by the 
planes of atoms situated in the surface of a polished piece of metal. A 
thin sheet or wedge of the metal is polished on a cross-section surface, and 
the sample is then so mounted that the radiation falls on the polished 
face. When the polished surface is suitably held in a horizontal plane, 
the beam of x-radiation strikes it at an angle of 5°, and the diffraction is 
‘raused in part by the surface atoms and in part by a portion of the 
radiation passing through the sample. Interesting effects are secured by 
tilting the surface at different angles. The polished-surface method has 
been used by various investigators (Davey, Bain, Lester). 

The materials used in the experiments consisted of high-grade com- 
mercial metals and certain alloys, as follows: No. 1 aluminum (99.30 per 
cent. Al), electrolytic copper, electrolytic iron (99.97 per cent. Fe), 
electrolytic zinc, high-grade tin, soft lead, low-carbon steels, 66.67: 33.33 
brass, and duralumin (4 per cent. Cu, 0.8 per cent. Mg, 0.6 per cent. Mn, 
and remainder Al plus Fe and Si in subordinate amounts). The actual 
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chemical analyses of the materials are not pertinent to the present, 
discussion. 
GRAIN Size AND Drirrraction EFFEctTs 


Cast or annealed metals have a relatively coarse-grain structure, 
while cold-worked metals have a fine-grain structure. With very severe 
cold work, the grain structure may be entirely obliterated, so far as micro- 
scopic examination can show. According to the Rosenhain conception of 
the mechanism of working, part of the crystalline metal is amorphized on 
work—amorphous metal being generated on the planes of slip. Bain, 
however, has shown that practically perfect crystallographic diffraction 
patterns are given by the most severely cold-worked metal obtainable. 
The authors have obtained typically good crystallographic diffraction 
patterns containing practically all the lines, in the case of aluminum 
reduced 97 per cent. by cold rolling and of electrolytic iron reduced 98 per 
cent. by cold drawing. That a cold-worked metal is totally crystalline, 
and not even partly amorphous, has, of course, been held by those who 
have rejected the hypothesis of amorphization on cold work (Heyn, 
Hatfield, Tammann, Guertler). 

That the ordinary metallurgical microscope cannot reveal evidence of 
crystallinity, 7. e., grains and grain fragments, in a severely cold-worked 
metal is not proof of the absence of crystallinity. On Abbe’s theory, von 
Rohr has fixed the smallest distance that an objective of aperture 1.40 can 
resolve at 0.00015 mm. From this, a grain or grain fragment at least 
0.0002 mm. long should be distinguishable in a mass of cold-worked metal. 
The coarse grains of an annealed metal, on cold work, could easily be 
fragmented into smaller particles than this size and still be enormously 
large when referred to atomic dimensions. The grains of iron in marten- 
site are submicroscopic, but martensite gives the crystallographic diffrac- 
tion pattern of a-iron, as has been shown by Bain.* A grain fragment of 
aluminum (lattice parameter, 4.046 A.U.) that is 0.00001 mm. long 
(0.00000039 + in.) would be about 3500 atom diameters in length, while 
one 0.0002 mm. long would be about 70,000 atom diameters in length 
(calculated from the distance of closest approach of the atoms as given 
by a-ray data). Obviously, grains and grain fragments of crystalline 
metal may be quite huge in respect to atomic dimensions, but still sub- 
microscopic. In the powder method, if the substance is ground to pass 
200-mesh or finer, the largest particle must be less than 0.074 mm. 
(0.0029 in.) long, assuming absence of needle-shaped particles. This is 
large compared to the size of grain fragments present in cold-worked 
metals, and a cold-worked, finely fragmented metal is certainly in suit- 
able condition to yield crystallographic diffraction patterns. 


3. GC. Bain: X-ray Data on Martensite Formed Spontaneously from Austenite. 


Chem. & Met.’Eng. (1922) 26, 543. 
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From theoretical considerations, it would be expected that size of grain 
should bear some relation to the appearance of the lines in the diffraction 
pattern, and Bain‘ has shown, for metals, that this is the case. A fine- 
grained metal gives straight sharp lines on the diffraction pattern, while a 
coarse-grained metal gives dash lines. In the powder method, if the 
particles are too coarse, the pattern shows dashed lines. With very 
coarse-grained metal, only several dashes may be obtained on the film; 
but with fine-grained (cold-worked) metals narrow sharp bands are given. 
As the grain fragments increase in number and decrease in size, the 
straight narrow bands tend to become wider. The authors have found, 
with large single crystals of aluminum, that only one or two dashes appear 
on the film. 

From the law governing x-ray reflection, it is evident that a family of 
planes in a particle must make a definite angle with the incident beam in 
order to givean imageon thefilm. But as the sample is of finite size, there 
is some latitude that the position of the particle may have and still make 
the proper angle for reflection. Each crystal grain forms an image of the 
projection of the target on the film, and these images will completely 
overlap and give a smooth straight line if the crystal grains are small 
enough. If the grains are not small and numerous, these images, which 
are lenticular-shaped spots, may not completely overlap, consequently 
the dashed or striated lines are obtained. The chances for reflection 
increase with increase in the number of grains. A single crystal has 
the least chance of being suitably oriented to reflect; the chances are 
increased greatly with coarse-grained metals, and dash lines are given; 
the chances are so many with cold-worked metals that the reflections 
overlap and solid lines result. 


Eirrects or Conp WorkK AND ANNEAL ON DIFFRACTION LINES 


A large number of spectrograms were taken in the course of the 
experimental work and show the effect of mechanical and thermal treat- 
ment on the x-ray diffraction lines given by metals. The authors have 
checked a number of Bain’s observations and have obtained some new 
data. Sharp solid lines in the diffraction patterns have been observed 
for aluminum, when broken cold by rolling in the range 10 to 97 per cent. 
reduction in area; cold-rolled duralumin, brass, and steel; cold-drawn 
iron wire; and cold-forged zine, and lead. When annealed, all of these 
materials give dashed lines. Only a few typical patterns are shown to 
illustrate the effects obtained: Fig. 1 shows the sharp solid lines in the 
pattern of cold-rolled aluminum sheet and Fig. 2 shows the dashed lines 
given by the same metal when annealed for 1 hr. at 500° C. and cooled in 


1B. C. Balas Siudise oi 16 seb ceenoee with X-rays. Chem. & Met. Eng 
(1921) 25, 657; and op. cit. 


_.. .ROBERT J. ANDERSON AND JOHN T: NORTON 2D 


the furnace. Fig. 3 shows the dashed lines (above) ‘of duralumin sheet, 
air-quenched from 500° C., and the solid lines (below) of the same 
material as cold rolled. 

Some samples were stressed under various loads in a tensile machine 
and then x-rayed, while other samples were put under tension ina 
suitable holder and z-rayed while under stress. It was found that 
tensile loading tends to make the normal dashed lines of annealed metals 
solid, greater loads, up to a certain amount, giving greater sharpness 
of the lines. The conclusion to be drawn is that greater deforma- 
tion by tensile stressing causes increasing fragmentation of the original 
grains of the annealed metal, as would be expected; the proof is in the 
appearance of the diffraction lines. Thus, taking well-annealed alumi- 
num; a small load (2000 lb. per sq. in.) sharpens the lines and causes them 
to straighten out somewhat, as shown in Fig. 4, while a large load (10,000 
Ib.) causes the lines to straighten out completely and become as sharp 
as in the case of metal heavily cold-worked by rolling, as shown in Fig. 5. 
Fig. 6 shows the dashed lines given by annealed mild steel and by the 
same steel under a load of about 25,000 pounds. 


DIFFRACTION PATTERNS PRoDUCED By POLISHED SURFACES OF 
METALS 


One of the most important observations arising from the experiments 
resulted from systematic study of the effects produced by the diffraction 
of z-radiation by polished surfaces of metals. On the basis of the 
generally accepted definition of amorphous metal, it should be expected 
that x-radiation diffraction by a polished surface of metal would not give 
the crystallographic diffraction pattern typical of a particular metal, 
but rather that it would give general blackening or simply broad bands as 
do certain liquids. The authors are aware that x-ray data have indicated 
an amorphous condition in metals, but the data so far presented are 
neither numerous nor convincing. As stated by Wyckoff,® diffraction 
effects different from those given by crystalline matter ere given by 
erystals in which the normal regularity of atomic arrangement is, for 
some reason, incomplete or imperfectly maintained; and by matter that 
is not in the crystalline state. In Laue photographs of diffraction effects 
of strained crystals, the normal (for a perfect single crystal) Laue spots 
are elongated into radial streaks; it has been suggested that these streaks 
are essentially powder photographs produced by minute crystals in 
positions that deviate somewhat from the parallelism of the main body 


of the crystal. 


5R. W. G. Wyckoff: “The Structure of Crystals,’ 371-391. The Chemical 
Catalog Co., New York, 1924. 
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Referring to the blackening of the film or general scattering of the 
radiation from a crystalline substance, Debye® has pointed out that 
inereased amplitudes of atomic vibration do not alter the relative posi- 
tions of a-ray diffraction effects, but do decrease their intensities. Hull’ 
has found only a general blackening on the powder photograph of metallic 
potassium, while sodium gave quite faint lines on a blackened field. 
The interpretation of this effect would be that potassium is amorphous. 
However, potassium has the sharp melting point typical of pure metals in 
general, and it gives a typical crystallographic diffraction pattern at 
—150° C. As Wyckoff points out, it is quite probable that at room 
temperature the amplitudes of the thermal vibrations of potassium atoms 
are great enough to obliterate the crystalline diffraction maxima. In 
passing, it should be stated that the diffraction of radiation by most 
liquids gives not a general (amorphous) scattering but a series of one or 
more broad diffraction bands. Liquid mercury gives no pattern, as 
would be expected. 

It is plain that if a polished surface of metal should diffract the x-radia- 
tion so as to give the typical pattern of the crystalline metal, the only 
conclusion that can be arrived at is that the polished layer is not amor- 
phous (7. e., disordered as to atom arrangement), but truly crystalline. 
The authors have shown that typical perfect crystallographic diffraction 
patterns are given by heavily polished metal surfaces, thus showing that 
the presumed amorphous surface layer is simply made up of crystalline 
fragments. The diffraction lines given by a burnished surface of metal 
are quite similar to those given by a heavily cold-worked metal. A 
heavily cold-worked metal, or the severely polished surface of a piece of 
metal, may be so finely fragmented that the erystalline character is not 
visible microscopically, but its truly crystalline nature is shown by the 
a-ray diffraction pattern. While the fact that there is no amorphous 
metal present in a cold-worked metal or in the polished surface layer 
of a piece of metal cannot be proved by the evidence submitted here, 
such materials cannot be amorphous, nor anything like amorphous, and 
give crystallographic diffraction lines. 

A well-annealed sample of metal gives a dashed-line diffraction pattern 
when examined by the restricted-slit method. When a surface of such 
a sample is heavily burnished, and this surface is used to diffract the 
radiation, the resulting pattern shows sharp solid lines corresponding to 
the planar spacings. When, however, the polished surface of such an 
annealed sample is etched sufficiently to remove the worked surface 


O12, Debye: Uber die Intensitiitsverteilung in den mit Réntgenstrahlen erzeugten 
Interferenzbilden, Ber. Deutsch. Physik. Gesell. (1913) 15, 738; and Interferenz von 
Roéntgenstrahlen und Wirmebewegung. Ann. der Phys. (1914) 48, 4th ser., 49 
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layer, and this etched surface is used to diffract the radiation, the resulting 
pattern shows the dashed lines characteristic of the annealed metal, as 
would be expected. The thickness of the polished surface layer is 
variable, depending on the amount of the polishing and the kind of metal 
dealt with, but the thickness varies from say 500 to 5000 uu; in the case of 
aluminum, this is a layer 1800 to 8800 atom diameters thick. 

Fig. 7 shows the straight lines given by the surface of annealed 
aluminum that had been heavily polished. There is a slight indication of 
dashed lines, doubtless due to diffraction by larger grains of metals below 
the polished surface, if the penetration was sufficient, or from the radia- 
tion passing through the sample and being refracted up through the 
polished surface layer or through the lead backing. The faint lines are 
those given by the lead backing. A lightly polished piece of well- 
annealed metal, or a piece polished and then etched, never gives solid lines, 
but always dashed. Fig. 8 shows the solid lines (below) of a burnished 
surface of annealed aluminum and the dash lines (above) of the same 
surface after etching. This film was taken on a single piece of metal 
split on the septum, half of the burnished surface having been etched. 
Interesting effects are obtained when burnished surfaces of annealed 
samples are tilted so as to throw lines farther from the zero end of the 
film, 7. e., to strengthen the remote lines which are often weak. The 
sample may be tilted or the surface ground at an angle with the horizontal. 
A spectrogram of such a sample shows solid lines most remote from the 
zero end, while those near the zero end are broad and confused, showing 
effects secured from a combination of relatively widely separated dashes 
(given by the large grains of the annealed mass) and straight lines (given 
by the worked surface layer). Fig. 9 shows a pattern given by annealed 
aluminum with a burnished surface, tilted forward 30° from the horizontal 
in the direction of the z-ray tube. 

Most striking are the results*obtained by z-ray diffraction from 
polished surfaces of large single crystals. A single crystal gives ordi- 
narily one or two dashes on the film and sometimes a short doublet line, 
The polished surface of a single crystal gives the lines of the crystallo- 
graphic diffraction pattern. The pattern may not be perfect, but this is 
the result of insufficient thickness of the burnished layer, 7. e., an insufh- 
cient number of fragments suitably oriented. When the polished surf ace 
of a single crystal is deeply etched to remove the worked layer, the diffrac- 
tion of the radiation by such an etched surface gives no pattern at all; 
or more precisely, it gives one or two dashes and at times a blur on the 
film, just as when the radiation is ‘‘shot through.” Fig. 10 shows an 
imperfect line pattern given by a polished surface of a large single alumi- 
num crystal (the crystal was about 114 by 14 in.). The same eae 
gave only one or two dashes and a short doublet line on “shooting through 
or diffracting with an unpolished surface. Fig. 11 shows the spectrogram 
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given by a polished and etched surface of a large single aluminum crystal. 
The effect is quite similar to that given by unpolished single crystal 
surfaces, although there are more diffraction markings than is usual. 
This may be due to insufficient etching, part of the polished surface not 
being removed. In Fig. 10, the strengthening effect of metal underlying 
the polished surface layer is not had, as is the case with Fig. 7, but the 
pattern is quite definite. It is, of course, understood that photographs 
made from z-ray diffraction films of the type dealt with here lose much in 
reproduction and are not nearly so good as the films. 


R&suME AND CONCLUSIONS 


The effects of cold work, polishing, and anneal on the appearance of 
the x-ray diffraction lines given by a number of metals and alloys have 
been discussed, and the evidence obtained indicates that metals are not 
amorphized by cold work or polishing. The paper may be summarized 
briefly as follows: 

1. Two methods for taking z-ray diffraction patterns of metals have 
been described and their advantages over the powder method pointed out. 

2. Severely cold-worked metals, reduced as much as 98 per cent. in 
area, give true crystallographic diffraction patterns. 

3. The appearance of the lines in the Hull diffraction pattern is 
affected by the grain size of the metal. 

4. Cold-worked (finely fragmented) metals give sharp solid lines in the 
pattern, owing to the overlapping of reflections by a great multiplicity 
of atomic planes oriented at suitable angle to the beam of z-radiation. 

5. Annealed (coarse-grained) metals give dashed lines in the pattern, 
owing to separate reflections from few atomic planes suitably oriented 
to the radiation, 

6. The polished surface of a piece of metal when used to diffract 
x-rays gives sharp solid lines in the pattern, this indicating a fine- 
grained structure. 

7. The fact that polished surfaces of metals give crystallographic 
diffraction patterns shows that there is not a vitreous amorphous film 
in the surface but simply a great multiplicity of crystal fragments. 


DISCUSSION 


ZAY JFrrRies, Cleveland, Ohio.—The a-ray spectrometer is an 
instrument that will show positively the presence of crystalline material 
under certain conditions; it will not show positively the absence of amor- 
phous material, especially when there is supposed to be a mixture between 
vitreous amorphous on the one hand and crystalline material on the other. 
So much has been said on the general subject as to the Beilby theory by 
myself and my associates, that our position is pretty well defined. We 
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pointed out that Beilby’s theory of the development of a vitreous 
amorphous substance hard enough to prevent further slip was untenable. 
During the deformation of a metal like copper, where these slip planes 
are used over and over again, there is no other way to account for the 
deformation except by the use of many of the slip planes over and over 
again. 

The conclusion is drawn, then, that there is no hard vitreous amor- 
phous metal at the planes of slip during mechanical work which is materi- 
ally stronger than the potential slip planes; in fact, in many cases, those 
planes on which slip has already occurred are very much weaker, as in 
the case of pure iron freshly deformed. 

In the case of polishing, there is a much better chance to change the 
metal into an amorphous condition, or a condition that is substantially 
amorphous, than in cold work. You then have the action of an abrasive 
on the surface of the metal traveling over tremendous distance. When 
you consider the speed of the polisher’s wheel and the number of rotations 
and the time the piece is held against the polishing wheel, the outer layer 
might be vitreous amorphous and be totally missed in any examination 
of this sort. So that the paper does not disprove the existence of any 
amorphous metal. 


Cuu Puay Yap, Golden, Colo. (written discussion).—While the writer 
cannot agree with Rosenhain’s assumption that an amorphous phase 
exists in a large quantity as a result of either cold-working or severe 
quenching, e. g., as in martensite, he thinks that it is most likely that the 
so-called amorphous phase actually exists to a limited extent in the 
polished surface of a specimen, and in the grain-boundary regions among 
crystals adjacent to one another. 

It seems very likely for the atoms in the grain-boundary regions to be 
unordered with respect to any particular lattice spacing as the result of 
the different orientations of the attracting and repulsing atomic forces. 
The atoms thus unoriented (7. e., amorphous) may be conceived to be held 
in some stable equilibrium by the resultant of all the atomic forces acting 
upon them, and thus, unless any particular crystal is capable of entirely 
overcoming this resultant force, it cannot induce these unordered atoms 
to arrange themselves according to its lattice spacing. 

If severely cold-worked metals still show a distinct spectrogram, it 
does not necessarily follow a posterior? that an amorphous phase does not 
exist. We shall be equally justified in concluding that the numerous, 
highly fragmented and submicroscopic crystals are still able to diffract 
the rays even in the presence of any amorphous material, by using the 
following analogy: If the Hull-Davey powder method gives us a pattern 
despite the fact that there must be a large percentage of air voids between 
the different powdered crystals, then it would be equally reasonable to 
expect a pattern from a severely cold-worked specimen even if a large 


734 X-RAY EVIDENCE VERSUS THE AMORPHOUS-METAL HYPOTHESIS 


percentage of the material were in an amorphous state. If we could 
definitely prove by actual demonstration that the amorphous phase, 
as it exists in cold-worked metals, does not show a spectrogram, the only 
remaining conclusion we could draw from the findings of the authors 
would be the well-known fact that very minute crystals are always able to 
give a diffraction pattern. Ordinarily, the burden lies on the supporters 
of the amorphous theory to prove that the so-called vitreous phase in the 
grain-boundary region is or is not able to give a diffraction pattern, 
but in order to argue against the existence of an amorphous phase even 
in a highly cold-worked specimen, the authors must prove theoretically 
or empirically that an amorphous phase, were it present, is incapable of 
diffracting the x-rays. The atomsin the amorphous phase, by definition, 
are not arranged in any regular lattice spacing, and yet it is possible to 
have a layer of atoms in this condition (that is, the atoms may be inter- 
sected by a plane) and it is also possible to have several parallel layers. 
In such an event, it might not be too absurd to imagine the possibility of a 
diffraction pattern, when the substance is subjected to a beam of x-rays. 

We have already derived indirect, but rather convincing, proofs of 
the existence of an amorphous phase in a highly cold-worked metal or in 
the polished surface of a specimen. The phenomena of an intercrystal- 
line fracture at high temperatures versus an intracrystalline fracture at 
low temperatures, the experimental evidence that a fine-grained specimen 
shows a higher vapor pressure than a coarse-grained specimen, and the 
fact that the mass hardness (by the scratch method) of a polished surface 
is higher and more uniform than any unpolished part of the specimen, 
are all indirect proofs of the existence of an amorphous phase. Of course, 
the higher hardness of a polished surface may be also due to the extremely 
severe fragmentation of the crystals on the surface, but again, we have as 
yet no adequate reasons to account for this increased hardness unless we 
take advantage of the amorphous hypothesis. Also, it seems rather 
difficult to account for the uniform hardness of a polished surface without 
the aid of the amorphous hypothesis. 

The conclusion that “the fact that polished surfaces of metals give 
crystallographic diffraction patterns shows that there is not a vitreous 
amorphous film in the surface but simply a great multiplicity of crystal 
fragments,’ does not necessarily follow from the experimental evidences 
obtained, for the following reasons: 

1. The z-rays, according to Bragg, are able to penetrate as deeply as 
1 mm., although that is not generally the case. The thickness of the 
polished specimens used by the authors, according to their own statement 
varies from 500 to 5000 yu, and even if the film were amorphous, a pation 
might be obtained due to the diffraction by the crystalline matter under- 
neath the film. 
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2. The polishing operation is such that we would expect crystal slip 
in a direction parallel to the surface of the specimen. It is then possible 
that within the amorphous film itself may be different layers of atoms all 
parallel to the surface. These atoms do not belong to any particular 
crystal, but to different crystals, and the deformation of their original 
lattice is such that the atoms may be spoken éf as “leveled”’ and capable 
of being intersected by a plane. The film itself may then be able to 
give a pattern if there are enough. layers of these atoms to diffract 
the rays. : 

3. The process of polishing may be such that although the film appears 
to be entirely amorphous, there is a possibility of very minute and sub- 
microscopic crystals highly dispersed in the film. In such an event, it 
also seems reasonable to have a diffraction pattern if the rays were 
stopped and diffracted within the thin amorphous film. 

The experimental evidence adduced by the authors, therefore, does 
not per se prove the absence of the amorphous phase. There is some 
amorphous material within the grain-boundary regions, as a result of 
either quenching or severe cold-working. Most likely the film is not 
entirely amorphous, but the amorphitization is sufficiently marked to 
obliterate all microscopic evidences of crystallinity. 


Francis B. Foutry,* Chattanooga, Tenn. (written discussion).— 
There is no doubt in the minds of those who have occasion to polish metals 
for microscopic examination that the surface of the metal is often changed 
in the process of polishing. It is often necessary, particularly when 
preparing surfaces on soft metals, to etch and repolish lightly a number 
of times before a surface giving the true structure of the metal is obtained. 
Many poor and misleading photomicrographs are no doubt the result 
of etching this superficial surface layer of altered metal. A determination 
that this layer is not amorphous is purely academic, but in the broad 
question of whether or not metals do generally have an amorphous phase 
is important in clarifying one general conception of how they act under 
various conditions of working and of temperature. The authors have 
apparently driven another spike in the coffin of the general amorphous- 
metal hypothesis which has been reared a weakling from its inception. 

One of the arguments commonly advanced in favor of the amorphous- 
metal hypothesis uses it to explain the fact that metals fail by intercrys- 
talline fracture at high temperature and transcrystalline fracture at low 
temperature. It is said that an amorphous layer cements crystals 
together and that the amorphous cement is plastic and yields when hot 
but is rigid as glass at low temperatures. There is something else that 
will explain this difference just as satisfactorily as the amorphous cement 
theory does, but no one seems to have used it yet. 


* Metallurgist, Lucey Mfg. Corpn. 
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Crystals growin metals at high temperature. T his growth of crystals 
probably takes place by the robbing, atom by atom, of one crystal by its 
neighbor. Growth would seem possible also by the process of one crystal 
annexing another whole crystal as a unit. Those who have studied the 
matter will indorse the atom by atom system of growth. In the atom by 
atom process, there must be greater activity of the atoms at crystal 
boundaries in metals at high temperature than in the center of the 
crystals because there is readjustment of atoms robbed from one crystal 
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by another. The crystal boundaries are moving and the atoms that go 
to make up the crystal boundaries are moving and changing. Whena 
stress is applied to hot metal the parting naturally comes in this transitory 
region and one could easily imagine some atoms being caught at the 
moment when they had just gotten out of control of one crystal and had 
not passed into the complete control of their new host. Such atoms 
might be lost as impalpable atomic debris or might readily go into chemi- 
cal combination with the oxygen of the air. 

At low temperatures, where there is little if any grain growth, the 
irregular crystal boundaries offer greater resistance to slip than the even 
planes of atoms within the crystals, and failure takes place through the 
body of the individual crystals. 
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Fig. 12 is a conventional drawing in a plane of the meeting of three 
crystals. The circles are atoms of iron and the lattice is face-centered 
cubic. The drawing was made by starting at three random points and 
building up three crystals by the addition of atoms until the three crystals 
met. The “X’s” represent optional atom centers—that is where two 
or more centers which belong in the adjoining crystals conflict, with room 
for a smaller number of atoms. There is often a more stable position 
in one crystal than in the other and the atom center of the more stable 
position is used and the atom drawn in solid, the optional position in the 
adjoining crystal being dotted. At times there is an atom center but no 
room for an atom—in which event there is no atom and none is drawn. 
Such a diagram does not show much room for an intererystalline amor- 
phous cement. There are, of course, some atoms that might as readily 
join one crystal as its neighbor, and one wonders if it is not such atoms 
that are the underlying cause of grain growth, for it may be that under . 
conditions of atomic vibration the jumping of an atom from its position 
of doubt to one of the adjacent crystals might cause a stampede of atoms 
to the one chosen, or perhaps from it. It appears, from this diagram, 
that a space exists at various points along the grain boundaries. The 
atoms along the grain boundary would probably space themselves to take 
up much of this space and for some atom rows deep on each side of the 
grain boundary there might be a slightly wider spacing which would 
disappear gradually. This refers to the cold state when the atoms are 
relatively at rest and would result in a slight distortion of the space lattice 
in the neighborhood of grain boundaries. Such a condition would give 
rise to greater strength locally. As has already been stated, grain 
boundaries are not permanently fixed at elevated temperatures. The 
circles in the figure representing iron atoms, the magnification would 
be 10,000,000 diameters. 


H. H. Lesrer,* Watertown, Mass. (written discussion).—There is a 
very definite question as to amorphous layers as Rosenhain defines them, 
particularly at grain boundaries. It seems to the writer, however, that 
the experiments described do not go quite far enough to settle definitely 
the question as to the existence of these layers. No doubt not much, if 
any, amorphous layer exists at a polished surface, but if such a layer 
does exist it probably does not extend many atoms deep and ought to be 
underlaid by a region of broken-up crystals. X-ray penetration, particu- 
larly in the case of aluminum, would be sufficient to give a spectrum from 
the broken crystals beneath the amorphous surface layer. Such spectra 
would exhibit the phenomena described by the authors, but would hardly 
prove that the amorphous layer does not exist. The effect of the amor- 
phous layer, if it is present, would be seen in a general darkening of the 


* Research Physicist, Watertown Arsenal. 
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whole photographie film, the extent of the darkening depending on the 
relative amount of amorphous constituent present. 

We have found, at Watertown, that troostitic and sorbitic steels do 
not give as clear photographic films as the same steel carefully normalized. 
In fact, the clearing up of the film seems to be coincident with the develop- 
ment of the carbide spectrum. We have considered the general darkening 
to be due to the presence of carbon in atomic dispersion or else to carbide 
particles so small that they have the general darkening effect to be 
expected from amorphous material. 

It is possible that the general darkening of the photographic film 
due to an amorphous layer on a polished surface would be too small to 
measure. It seems to the writer, however, that a comparison of the 
general blackening of the photographic film from etched and unetched 
specimens might give information of somewhat greater value than that 
reported in the present investigation. 


Epear C. Barn,* Long Island City, N. Y. (written discussion).—I 
have been greatly pleased to find that my own early work with the x-rays 
has been repeated by the authors with results substantially in agreement 
with my own. Those of us who have pioneered in the field of the applica- 
tion of x-rays to metallurgy, perhaps more than any other group, feel the 
need of independent checks on our experimentation, because the method 
is involved, difficult, and unique. 

The authors are to be congratulated on the excellent results they have 
obtained with the x-ray equipment. Because of the excellence of their 
apparatus, their discoveries are the more significant. The proof of the 
existence of a material or a phenomenon is comparatively easy. Com- 
plete proof, however, of the absence, in toto, of a material or a phase is a 
much more difficult proceeding. Without any intent to disparage the 
highly significant conclusions of the authors concerning the atomistics of 
cold work and deformation, I should like to present a consideration of 
the data leading to the suggestion of the non-existence of the amorphous 
film. It seems highly likely that the process of grain fragmentation is the 
most important one that takes place during cold working, but I believe 
that we are scarcely able to say, even from the data presented in this 
paper, that we have conclusive proof, or even significant evidence to 
disprove the existence of the amorphous film of Beilby. To test this 
hypothesis, I obtained the x-ray spectrogram of a thin sheet of aluminum 
by the surface-reflection method with a specimen of copper lying below 
the aluminum. The thickness of the aluminum sheet was 0.0008 in., 
a far greater thickness than we should expect of amorphotized material; 
nevertheless, the dominant pattern recorded on the film was not that of 
aluminum, but of the popper beneath. Hence, the writer believes ane 
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in all films of aluminum and aluminum alloys the x-ray crystallogram 
is built up from the diffraction of materials lying at much too great a 
depth below the surface of the specimens to give evidence of the nature 
of that surface. 

In this experiment, a very coarse-grained copper was used, so as to 
give a characteristic pattern of the sub-layer.. The fact then, that this 
easily distinguishable pattern of copper contains by far the greater portion 
of the energy can leave no doubt that it is the deep layers, even in the 
reflection method, that are responsible fer the diffraction pattern. The 
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Fig. 13. 


authors have admitted this general circumstance to be true, but they 
attach undue significance to the fact that, instead of obtaining no pattern 
at all from their samples, they did obtain a strong aluminum spectrogram. 
The point is that even had there been an amorphitized layer of perhaps 
0.001 in., the pattern would have been that of ordinary crystalline alumi- 
num, and we are in complete agreement, I believe, that if there be any 
amorphous layer on the surface of the burnished metals, it has a thickness 
very much less than 0.001 in. Fig. 13 illustrates the strength of the 
spectrogram obtained from the underlying copper. 


ANCEL St. Joun,* New York, N. Y. (written discussion).—It is 
pertinent, however, to present here a lantern slide that was exhibited at 
a meeting of the American Physical Society in Boston in December, 1922. 
This illustrates my method for obtaining very sharply defined and 
accurate crystal patterns by means of a slit in contact with the specimen 
on the side toward the photographic film. As neither of the authors 
was present at this meeting, and as the only published description of the 
method is an incidental reference in the course of a short note on the 
structure of manganese dioxide printed in the Physical Review for March, 
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1923 (p. 389), the authors are to be pardoned for overlooking this previous 
publication of what they call the restricted-slit method. 


L. W. McKeeruan,* New York, N. Y.—One thing is evident on Figs. 
4 and 5 that is not mentioned by the authors but which may be of interest 
in connection with some other recent work; viz., the great difference in 
the distribution of intensities between the lines of the two photographs 
shown in each of the figures. The upper pattern in Fig. 4 and the lower 
pattern in Fig. 5 are more nearly what we expect in a random arrangement 
of crystals. The pattern in each case, however, shows marked enhance- 
ment of the line that may be identified as caused by reflection from the 
(311) planes of the crystal (the fifth strong line from the left-hand side 
of the diagram) and this is probably caused by the process of stretching, 
which has turned some of the (111) planes nearly at right angles to the 
plane of the sheet. The (311) planes are then inclined at such an angle 
to the z-rays in this arrangement, which Doctor St. John’s slide shows, 
that they are particularly well placed for reflection. There are other 
differences between the patterns, pointing to the same conclusion. One 
is the weakness of the first and second order reflections from the (100) 
planes in the stretched material. 


CarLE R. Haywarp,t Cambridge, Mass.—How much crystalline 
material must there be on a surface to give an 2-ray photograph like the 
one shown? As an analogous illustration, if one takes some putty and 
spreads a few grains of sand in it with a putty knife, how many grains 
of sand would be necessary to produce the crystalline characteristics? 
In view of what Mr. Bain has said, perhaps that is not pertinent for, if 
the w-ray penetrates through the film, I can hardly see how we are to 
prove whether amorphous material is absent or not. 


AnceL Sr. Joun, New York, N. Y.—I have exposed 0.02 gm. of 
powdered copper distributed in an inert powder that gives no a-ray 
pattern in a container approximately 34 in. square and 1¢ in. thick and 
have obtained a distinct pattern. Figuring out the effect of the 
copper on the basis of 0.02 gm. to 3.00 sq. em. of surface will give 
some idea of how little copper can produce an x-ray pattern. That 
would correspond to an exceedingly thin film upon the surface; and if 
distributed over the surface, the conditions are much more favorable 
for reflection than they are in the method I used. 


R. P. Hever, Philadelphia, Pa.—This 2-ray method seems to be 
qualitative as a test for crystalline material but it is not quantitative. 
Perhaps we might introduce here the more quantitative processes of 
thermodynamics. If we consider entropy as a measure of the random- 
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ness of any system, the single crystal and an ‘amorphous metal” layer 
would exhibit different entropy. Having different entropy ‘amor- 
phous metal” would exhibit an electrode potential differing from that 
of the single crystal. Data on the potentials of these single crystals 
and their polished surfaces might furnish interesting evidence. 


JEROME ALEXANDER,* New York, N. Y-#I want to come out flat- 
footedly against the amorphous point of view. What is called amorphous 
metal mainly consists of exceedingly fine crystals of some form. Some 
work is now being done on metals of this character by Professor Sherrer, 
at Zurich, and such evidence as he has brought out seems to indicate 
that there is no reason whatsoever why we should not have atoms and 
minute crystals coexisting in the same dispersion. I think it is extremely 
likely that in every case there would be some few isolated atoms or 
molecules. We cannot call a phase an amorphous phase because there 
are a few atoms that have not found their place in a crystal lattice. We 
must be governed by the condition of the preponderance of the 
particles existing. 

A great deal of confusion is introduced into these questions by the 
mental concept ‘‘amorphous,” because we are pushing further and fur- 
ther down our means of observation. Formerly we used to look at things 
with the microscope. Then Zsigmondy developed the ultra-microscope 
which brought into view many things existing below the level of micro- 
scopic visibility. With the x-ray spectrometer we have discovered that 
molecules are not homogeneous. We must get away from the idea that 
‘“‘amorphous”’ is in every way coincident with ‘homogeneous,’ because 
it is not; the two terms are not synonymous, although popularly they 
are believed to be. 

Beilby and Rosenhain say that in amorphous metal, the molecules are 
in the haphazard or totally random distribution that exists in liquids. 
From what little I know of the properties of metals, I cannot conceive 
that that is true, and may mention some evidence acquired from sulfur. 
I used sulfur because I could work with it readily, which I could not do 
with metals. I dissolved some sulfur in carbon disulfide with a little 
Canada balsam as a retarder, and put a drop of the solution on a slide, 
rubbed it out, and blew on it so that the solvent evaporated rapidly. In 
the ultra-microscope, the slide showed many interesting things. In 
the first place, there were a large number of small spherulites, many of 
them ultra-microscopic in size; also aggregations of these spherulites. 
A large number of the spheres grouped themselves together ina chainlike 
effect; another aggregation was cluster-like. In addition, bordering 
these structures, were definitely formed crystals. Immediately sur- 
rounding the crystals were vacant areas, which indicated that each 
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crystal had reached out and dragged to itself, as far as its molecular 
arms would reach, all the spherulites in that neighborhood. At many 
places these ultra-microns or spherulites were sticking to the 
crystals, showing that they tried to work their way in but could not find 
lodgment in the crystal lattice. This indicates that in sulfur, in any 
event, the building up of crystals does not necessarily proceed molecule 
by molecule, but that preliminary groups form and these preliminary 
groups then form aggregates. 

I think investigation will prove that the same thing exists in metals, 
because we all know the aggregation tendency of metals is exceedingly 
powerful. In 1905, Benedicks brought out the view that colloidal dis- 
persion was to be considered in connection with metals. In 1920, Donnan 
unearthed, at the University College, London, a doctor’s thesis presented 
in 1896 by H. Kneebone Tompkins, but never published, that discussed 
the analogies with colloids of a great many substances, particularly 
rubber and metals. 

In the colloidal state, if the viscosity is not too great, the action of 
the particles becomes greatly intensified if the dispersion becomes a little 
bit finer, so there may be migration of particles or molecules in masses, 
instead of individual molecules moving one by one. 


Caru Brnepicks,* Stockholm, Sweden.—In the case of the amor- 
phous theory, according to our view, it is necessary to question what is 
the use of this assumption, and then we must say that the essential 
thing was to get an explanation of the hardness of metals by cold working. 
It is not necessary to have recourse to that view. 

We should not reject an idea absolutely because we have no proof of 
its necessity. Now, if in metals it is possible to approach to an amor- 
phous state, it will be by having an alloy of a low melting point squeezed 
out at low temperature so as to form a wire. It is easy to bend this wire 
in any form just as you like if you proceed very slowly, but on proceeding 
quickly, it is immediately broken. That is the most characteristic 
property of amorphous substances and one has the right to say that such 
a squeezed-out metal wire approaches the amorphous state, but the point 
is that this metal in no way can be described as being hard: it is nearly 
as soft as before the extrusion. ‘That is the reason why we do not advance 
by sticking to the amorphous theory. 


Rosert J. ANDERSON and JoHn T. Norton (authors’ reply to discus- 
sion).— Notwithstanding that, in 1913, Dr. W. H. Hatfield demonstrated, 
that the idea of amorphous metal was a purely hypothetical proposition, 
and notwithstanding that no shred of experimental evidence has been 
produced to prove that amorphous metal actually exists, the discussion 
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. 
of this paper shows that the amorphous-metal controversy is much alive. 
The authors do not intend to enter into any controversy about the 
matter; their object was to present certain new observed facts, which 
include the finding that the severely polished surface layer of metals gives 
a crystalline diffraction pattern. 

The whole amorphous-metal hypothesis was reared on the concept 
that an amorphous film is produced on polishing, and the orthodox view 
is that metals are amorphized on cold work and that an amorphous 
cement exists between the grains of metals. There are no experimental 
facts in support of these views. The almost proverbial idea of amorphous 
metal is a result of the relentless insistence that because this concept 
nicely explains certain observed phenomena of metals therefore amor- 
phous metal is a condition of actual fact. In all fairness, it must be 
admitted that much of our modern knowledge has resulted from the 
amorphous-metal hypothesis, but until the proponents of this bring forth 
actual experimental facts in support of their views it will have to be 
conceded, even by them, that amorphous metal is purely hypothetical. 

True enough, the data presented in this paper do not prove conclu- 
sively that amorphous metal does not exist; but the fact remains that 
polished surfaces give crystalline diffraction patterns. No 2-ray method 
apparently is capable of proving the non-existence of amorphous metal, 
and it was not the intention of the authors to convey the impression that 
such a method could do so. That the polished surface layer which gives 
the characteristic diffraction pattern is very thin is shown by the experi- 
ments with etched surfaces. The burden of proof for amorphous metal 
is on its proponents, not on those who disclaim its existence. 

Mr. Yap suggests that a diffraction pattern could be secured from a 
layer of atoms (not arranged in any regular lattice spacing): If the atoms 
of an amorphous material were arranged in layers, the chances of obtain- 
ing a diffraction pattern would be very small, and the chance that this 
pattern of one line would check with that of the crystalline material 
would be very small indeed. It is not at all difficult to account for the 
uniform hardness of a polished surface without the aid of the amorphous- 
metal hypothesis; the uniformity of hardness is quite readily accounted 
for by the fineness of grain. The question of x-ray penetration is fully 
accounted for by the experiments with etched surfaces. 

The authors did not touch on the question of amorphous cement, but 
so far as they can see there is no more sound reason for postulating 
amorphous cement than there is for postulating amorphization on cold 
work or polishing. Mr. Foley’s ingenious explanation of grain boundaries 
serves in an eminently more satisfactory manner to explain intercrystal- 
line fracture and the non-existence of amorphous cement than does the 
orthodox Rosenhain-Ewen explanation serve to explain its existence. 
The schematic block representation of grain-boundary conditions is 


untenable on an atomic basis. 


? 


744 X-RAY EVIDENCE VERSUS THE AMORPHOUS METALS HYPOTHESIS 


Doctor Lester suggests that an amorphous layer, if such exists, would 
be seen in a general darkening of the photographic film; the authors found 
no such darkening, as was stated in the paper. 

The authors were glad to have had the opportunity of making an 
independent check of Mr. Bain’s work. His results and theirs show that 
the process of grain fragmentation seems to be the most important, if 
indeed not the only, process, operative on cold working. In Mr. Bain’s 
erystallogram, the aluminum lines are quite strong, and it appears to the 
authors that their experiments with etched surfaces are much more 
conclusive. The authors varied the height of their polished surfaces in 
positions on the cassettes over a wide range with respect to the x-ray beam 
and made numerous experiments with the effect of etching for various 
periods of time on the resultant patterns. The experiments made with 
tilted surfaces are also germane to the point brought up by Mr. Bain, as 
are, too, those made with polished single crystals. 

A device similar to the authors’ unrestricted slit was used on Professor 
Bragg’s original spectrometer, and similar devices have been used 
extensively ever since; the authors did not claim that their restricted 
slit was original. 

The question of line intensity was dealt with in a paper by the authors, 
entitled The Crystal Structure of Cold-worked and Burnished Metals, 
read before the Physical Society at New York in February, 1925. 

There can be no such things as molecules in crystalline metal; each 
atom is exactly equivalent to every other one, and the molecule concep- 
tion may mean a few atoms or the number of atoms present in a ton, or 
any other quantity, of metal. 

To sum up: The whole amorphous-metal hypothesis was reared on 
the concept that an amorphous layer is produced on polishing, and many 
futile experiments have been carried out to try to prove that this layer 
is amorphous. The general hypothesis served nicely to explain numerous 
observed facts regarding metals, but it is not necessary to assume (and 
is indeed highly improbable) that polished surfaces are amorphous, that 
amorphization occurs on cold working, or that amorphous cement exists at 
the grain boundaries of metals. The same facts regarding the phenomena 
exhibited by metals as have been explained by the amorphous conception 
can be more soundly explained on the basis of lattice strain, interatomic 
forces, and grain fragmentation. The most important conclusion that 
emerges from the present experiments is that the surface layer produced 
by polishing is crystalline. The authors are quite well aware that there 
conceivably can be amorphous metal present in this surface layer; their 
minds are entirely open on the question, and they are ready to acknowl- 
edge the existence of amorphous metal when it can be proved by paeete 
mental facts that this metal does exist. 


a 
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Corrosion of Copper Alloys in Sea Water 


By W. H. Basserr* anp C. H. Davis,t WaTErBury, Conn. 
(New York Meeting, February, 1925) 


THE late J. P. Sparrow, chief operating engineer of the New York 
Edison Co., carried out a series of practical tests on condenser tubes of 
several copper alloys and reported on the results to the Association of 
Edison Illuminating Companies at its meeting in September, 1913. In 
the preparation of these tubes the senior author had the pleasure of 
codperating. Copper-zinc alloys in the proportions of 60—40, 70-30, 80-20, 
90-10, and Admiralty metal, which is in effect 70-30 with 1 per cent. of 
tin, were tried. Monel metal and several copper-nickel alloys, and 8, 5, 
and 3 per cent. aluminum bronze were also tried. At the time of this 
report, the aluminum bronze had been in service for 414 years and seemed 
to be giving especially good results but later it began to fail and showed 
no substantial improvement over Admiralty metal. Monel metal was 
unsatisfactory and the nickel alloys apparently did not give better 
service than the Admiralty alloy. 

Previous to the publication of the report, and after considerable 
discussion, it was agreed that a test where tubes of different kinds could 
be under laboratory observation would be advisable, so the apparatus 
described here was set up in The American Brass Co.’s Waterbury 
Laboratory. This was fitted with tubes of copper, brass, bronze, nickel 
silver, cupro-nickel and other alloys, and the test started on Oct. 11, 1912. 

Salt water from East River, New York harbor, was barrelled and 
transported to the laboratory for the test. A fresh supply, completely 
replacing the water in service, was obtained at the end of each six 
months period. 

PLAN OF PROCEDURE 


In general, the procedure was to inspect the tubes at short intervals 
and to remove those that had begun to leak. The tubes removed were 
carefully examined and a photographic and microscopic record of the 
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character of the-failure taken and placed upon file for assembling at the 
completion of the test. At the end of 10 years, a large proportion of 
the samples were, from all appearances, still in good condition. Con- 
sidering this length of time sufficient for all of the alloys to have been 
acted upon to an extent that would clearly indicate their behavior, and 
as small test samples exposed in the same system had given positive 
results, the test was concluded. 

After starting the test, it soon was found to be impractical to remove 
the tubes and to clean and determine the relative action of the salt water 
upon them; therefore small specimens of sheet metal, which could be 
weighed, were placed in the water. Alloys similar in composition 
to the tubes were chosen, specially annealed at different tempera- 
tures, and rolled to several degrees of hardness. This plan made possi- 
ble a study of the effect of grain size and hardness on corrosion. These 
sheet-metal samples were weighed frequently and were carefully inspected 
and photographed. 

The two phases of the investigation were, therefore, the attack of the 
sea water upon the walls of the tubes and the rate of solution of weighed 
samples in the same sea water. How closely the two methods of pro- 
cedure gave similar conclusions is shown in the summary of results. 


ACCELERATED CORROSION TESTS 


The sea-water tests have extended over a period of 10 years, involving 
time and effort that cannot ordinarily be allotted to a single problem. 
Various accelerated corrosion tests had previously been run, with the 
idea of determining the relative corrodibility of alloys but without con- 
cordant results. Recently, the salt-spray corrosion test has been devel- 
oped and used with such consistent success that it is possible to make a 
direct comparison between the 10-year sea-water tests and the accelerated 
salt-spray tests of a few months duration. It is gratifying that the several 
lines of attack have produced results closely in harmony. 


APPARATUS 
Arrangement of Tubes 


The situation and general plan of the apparatus are shown in Fig. 1. 
This view was taken at the end of the 10-year period with the head 
of an upper tank removed to show the position of the tubes that failed. 
The other ends of the 8-ft. tubes were similarly packed in the head 
of another tank in the rear. The sea water from the large reservoir 
below was pumped to the rear tank by a small rotary pump, 
flowed through the tubes to the tank shown, and overflowed down the 
vertical pipe in the center, completing the circuit. The tank was built 
of wood, coated with asphalt paint thoroughly dried, and had no iron 
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exposed to the salt water. The tubes were packed in the heads with 
paraffined wick. This allowed moisture to penetrate the head about the 
tubes and caused a serious attack upon some of them where the 
ends were enclosed in the wood. Failures oecurring for this reason have 
been left out of consideration in the summing up of the results. The 
water used for this experiment was taken évery six months, in April 
and October, from the East River, New York harbor; approximately 
eighteen barrels was used to fill the tanks. 


Fig. 1—ONE UPPER TANK WITH HEAD REMOVED TO SHOW LOCATION OF TUBES 
FAILING IN LESS THAN 10 YR.} SEA WATER TRAVELED FROM A SIMILAR TANK AT FARTHER 
END, OVERFLOWED DOWN VERTICAL PIPE TO RESERVOIR BELOW, AND WAS REPUMPED 
THROUGH SYSTEM. TUBES 2, 5, COPPER, FAILED AT HEAD ONLY; 6, 7, 9, GILDING 
(7 WAS REPLACED BY A NEW BRASS TUBE 7a); 16, 17, 18, RICH LoW BRASS (17 FAILED 
av 10 yR.); 31, 32, 33, 35, Munrz mera (60-40 Cu-Zn); 46, 50, BRASS WITH TINNED 
SURFACE; 61 To 65, MuntTz METAL; 66 TO 75, MuNTZ METAL WITH TINNED SURFACE; 
76, BRASS (66.25 PER CENT. Cu, 0.50 PER cENT. Pb); 86, 87, GILDING; 89, BRONZE 
(81 PER CENT. Cu, 18 PER cENT. Zn, 1.00 PER cENT. Sn); 113, 114, 148, 149, 150, 8 PER 
CENT. ALUMINUM BRONZE. , 


Location and Arrangement of Sheet-metal Specimens 


The strips of sheet metal were drilled at one end and were suspended 
from glass rods, the ends of which were fixed in a wooden frame, as shown 
in Fig. 2. This entire arrangement was totally immersed in the sea water 
in the large reservoir underneath the tube specimens, The accelerated, 
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or salt-spray, tests were conducted in another laboratory and by a differ- 
ent operator; these will be described later. 

It was originally planned to heat the water in the tanks but this was 
impractical on account of evaporation. The test, therefore, was con- 
ducted at room temperature; that is, from 18° C. to 23°C. The salt water 
was analyzed both before and after its six-months’ use; representative 
analyses are given in Table 1. 

As the water evaporated its concentration and gravity were regulated 
by the addition of fresh water from city mains. When received, the sea 
water was sometimes very dirty and fermenting. After it was pumped 
through the tank for, two or three days, aeration clarified it. Organic 


Fic. 2.—APPARATUS FOR HOLDING SPECIMENS; A COPPER-FASTENED WOODEN FRAME 
SUPPORTING GLASS RODS THAT PASS THROUGH HOLES IN THE SPECIMENS. 


matter present apparently became oxidized, or settled to the bottom 
of the larger reservoir, so that the water entering the tubes was clear and 
clean during most of the period of testing. 


CONDENSER TUBE SPECIMENS IN SALT WATER 
Tube Alloys and Methods of Manufacture 


Complete analyses were made of those samples that failed in less than 
10 years and also of one of each group of the five tubes representing a 
particular alloy or condition; the annealed and the hard-drawn tube 
samples are about equal in number. Those that were tinned were con- 
fined to the 72-28 and the 6114-8814 copper-zine alloys. In no case was 
the finishing draft on the tubes severe, the greatest reduction being 
approximately equivalent to 15 per cent. in the thickness of the wall. 

Wherever possible, the tubes were taken from mill stock manufactured 
according to the standard methods peewee at phe Be 


Alloys were 
included, however, that are not ordin 


749 


DAVIS 


H. 


W. H. BASSETT AND © 


: . tere 
| 
| Z10'T 
i 
FOL =| €82Z'T Rey c0s‘T 
OIL'T | eto'6t | a9 000'TT 
40S | 028 Lee b aie Oneaei 
28 | OIL‘FI | g¢e¢ | « 09%'6 
FEL {ozr's | 4°9¢ 0996 
€°8¢ Lg9 8°82 . 0° S6P 
| } 
| 
0z0'% | 002'FE | | 
GSS'T 00S'‘TZ 
T8D | WON | “TeD UOTTLAL 
"9 9 sed Jed |g ‘9 10d dod 
SUIBIr) 841B qT SUIBIT) 8y1Bq 


“MPP OOF N /#S 
00% WOI} rove y 
UBd0K) OURTY 


68FS2 “ON ‘TZ6T 
“Sny ‘oye MON 


| GGT Toqye 109BM PIO 


Ha sang Isogf fo wopsodwoj— | anavy, 


| 
| 1Z0°T 
O's Tog 
0°86 289'T 
0°S8Z TL¥'ST 
0ZE'T S19'SS 
O'FL 892'T 
0°9F 882 
791 86 
G° LSS CIt'F 
0°928'T T9L'2S 
0° €8¢'T 9L1'26 
TS) TOTTINAL 
‘§ ‘Q J0od aod 
SUIBID Sqlvgq 
LZS06 ‘ON ‘FI6T 


| ‘6S ‘any ‘oye A MON 


06 ‘LL ‘uopeuUy ‘eiqig » 


ND © 


© 
Oo 
N 


Te) 
‘SQ sz0d| 
sulBdDy | 


“Or 

S LEE 
OIF'T 
0gs's 


for) 


£86'ET 
OLT'T 
“LSP 
4°61 
PRLS 
OL8'ST 
FIO'ST 


= 


WOTTLTAT 
dod 


sive 


O€S0G ‘ON ‘FIG 
| PS BNV ‘YB MA PIO 


***10998UI OIURZ10 eztp 7 
-IxO 0} pormbor uasAxG—, 
“WT 009 ‘A}IAvIS OYTOadg 


Nee “2O71V + 80704 
***Ssoy UOT4IUZS] 
“oNpIsel poxty 
ONpIsal [840 7, 


ST0°L 
| 8T°0 0° 
o's | 3 e°¢ 
GaGSi ee SES D. | Se Ry 
S°-4¢L | s66'2L | 6°ST9 
| 
| 
26 6F 9¢8 | O't9 
68°12 4998 | 8°22 
| 
6° FIZ 9s9'e | 2°00 eer'e 
CoLEeT 866'2S | 1° SrO'T OLS‘LT 
T° 39S'T PI9'9S | S'sra‘T £08'1Z 
Tey WOTTITAL | Te) uONTTN 
‘9 ‘qQ s0ed Jod =| ‘gi *q sed aod 
SUIBID seq | surery sy 
| PSII ON 


SSTT ‘ON ‘ST6I ‘ST 
“IBY ‘1OYB MA MON 


‘EI6L ‘81 ‘avy ‘sAup 


| 
| 
| 


“uoNIpuoo OL / 
aug AOA UL ataM saqny [Ty OL (00'0% | 26°62 
“ul CO0'O SuOIssaidap [eur OL a SN 
Moye YIM “Ur ZOO" Ihoqe ce | | 8L'0 | Z8°62 
PPA[OssIp ATuaAe puv AyYysyS OL £0°0 | 70'0 Ane | 46°62 
l€L°06 | 28°62 
ont “pore | | | 
SB #84} soqng varyy ur cur oe on 86°F | Z0'¢8 
a 2 0100 Fulses9A¥ Syd ospe | pz Or = GIST | 88" $8 
S ‘syd afoyurd ora aout “ur or | £0'0 | TO°O /9g°rI | or'sg 
= 7000 sea WOHN[OS [e1oueDH | By] | 6 | Bee F0'0O |€L° FI | 6T'S8 
-0°O | €0°0 |SO'°ST | 68°F 
< “UOTpuod poo# ur A][Bioues  sahye | | i 
AQ saqny, ur c1g'9 04 pealos | | or 46°6 | €0°06 
Q -sip aiom stare peyvois | OL Per ae sh 0006 
Zz MOTTBYS Moy oe gnq ‘ur | OL | [0@" OT | 28°68 
 — G00°0 Nog ATUaAd paajossiqy | on . 86'6 es 
: | | ¥0°0 | Z0°0 |86°6 | 96°68 
‘DL ‘ON 9Qqn | | 
a SsBiq @ YQIK paoedat Sa | 
5 Z4°ON aqny [ea ysnoryy | | 
St syid woisy paqfnsar SoInyprey | | 
eetg} 9nq ‘deep ‘ur e7o: 
a; sem 4id aSeioay “Sorduves 6 e a | FE. #6 
& 118 ur ‘syuanys ut waqjo ‘sqid : Ol eS av 06 
fl oug “Auear ynq: “ul yoo | ge ms | 20°0 | 10°0 | IF F6 
Be 4 -Z00'0 wosy UON]OS UaAry 6I 4 } | eae 10°0 |09"¢ 9E £6 
| 60°0 | Z0°0 |z¢'e FPF 
5 “Snyeiedde jo peoy | | 
WOpooM Ul WOIsorI09 07 anp 
= eTeM SoInN]Iey yuoreddy om} 61 6 | | 
Oo 4 Ul Ero Noe st sqid ye | } 606° 66 
Mey ay2 JO ysedaaq ‘daap oT | | | 08°66 
AZ Ur g00'0 uoNnjos TBINFaait 6I 6 | |0€6 66 
S 3y8ys Aq sino00 UOISOIIOD © OL (906 66 
z | | | | 86°66 
asl wd i. wax 2 
oo} - lonaoer SHOr unuw asouea 
iS) sku | syquoyy” que | RN | rampy  uepe | ML | wouy peo | omg meee”) 
© ioe . 2 OW ae atten Tage | 9ueQ) | “gua | 989 | -940D | “quay | “uy | “yuors 
I 9 yo aunjzen | | | d dL lag rag Tog Tog 19g Por i Jaq 
| 
| pestaurMy oury, uontsoduoy 


ssa, fo synsay—z aTav L, 


* 


* 


TAN OD <A 


Saqny, | 


|" *"" "prey ‘sseiq mor 


*‘peyeou 
-uB ‘ssviq MOT yoy 
“paey 
*9ZU0I1q [BlseurU10D, 


| *peyeouue ‘Surppry 


|" **"" "prey ‘reddoyg 


“1A OT UY} SSaT Ul peTres oqny, y 


751 


| | | 
or | | | | | 99 
OL | | SG 
“yea YSnoIgy AT[Voyoevad syd OL | ee | -poyeau 
peels = 080 0 Pee ks oF | $0°0 ge | -ue ‘ssBiq woUTUIOD 
Ay[@q0}. «YOU =9Nq = AT[v1eUaT) OL | 9¢ 
Or ee 
Or ee 
“soIn[Iey OU !"UT OL aa 
Ppeo op oy e20de, pus or : 20° - ZORRO IE Geese payBouUB ‘ssBd 
ee eaaatop AT[eiowary Or | ‘ | F0°O | €0'0 |TE €E | 69°99 | ts | pel a 
| | | | | 
m ‘Ul £00'O pedfossip Jo uly Aq | | | | | | | 
5 peqvajoid sem [eyo o1oqM | | | | | 
-asja }Ul QIO'O SBM suOoIs |. ree oA pole : Pea 
= -saidep jo yydep sivioay 82 OL c | i | | GO 0 90°0 ee San | rte | 
“sosvo OM4 Ul [[BM BMIzR14 | OT | | | ies Ke rehae eee 
x -aued suoissaidsp poytelys | or | Popol sate ee ea oe 
ee ee Zz0° 00 |28°8z | 90° C “--"paey pouuly ‘ssvd 
a ae pegryuizep 4ou lon 6 ¥ | G00 | $0°O [28°86 | 90°TL x OF Pisyee 14 a 
(eS) . | | 
Ee | | 
“UOlyIpuoD suYy Ul a1OM | eee ee: : 
A saqny pus ‘ut g00'0 ATUO sum : Or eee an 1 By 
Zz uonpos ‘Jupyeeds AT[Biouer) OL | Z0°0 | ¥0°0 |06°62¢ | 70°02 er | 
< -urzz0'0 Jo Yydep unuixeuE OL | z ye osces| oso) a 
7A sels tl iy pega OF ea’ Te | LL°89 TR ao po[vouue ‘ssvig 
‘ Ee gnq peyluizep olam oUON OL | | |s6 | 44 
| | | 
nD “syd ul uBYyy Joqyet svoie | | | wee f 
F << our sem youyy ‘ul 49z0'0 OL | | | ee eae OF | 
ae] 0} pue ‘ur ¢f0'0 Jo yydep OL | | | ee BR | eal 
rd 04 9qn} oryua Alpeoyovad Oh | eee oI. | ee 
WAO aoBjINS JauUL pouUly | Re (8G | 96° MBA comet anes 
. dopun peyryuwep  Al[pe¢ Or $00 | €0°0 |#4°8¢ | 61’ TL | 9g | Pezea y a 
| 
a €£00°0 UeYyy 2e10U1 you paA[os | | | | 
7 -SIp SUM voBJINS pazoYvU) | Lt falits | ; 4 
. “x ( | DLO NG48Si FELD | £S€ 
; { eke, aud pow Gs ie: | | 20'0 | or-o |tz‘9¢ | 1t:e9 | “ve | 
, Pee or eqin, “oun L | Z0°0 | TL’0 |62'°8E | 8G°T9 | «SS 
ee sates “Sanoaq, | + anes | | z0'0 | £1°0 \e'8e | 9F°19 | «Ze 
“TEFL E ; Dts | Seal 2 | Te eeariigs Sone ‘ 
_ peyryuizap etam saqny [[y| 8 {F I! | | 10°0 | OL OZ2°8S | Gh pe | Pats poyvouus “2}un Py 
| i | . A > 
see a ee | SE Ee | 
ul oJaM Saqny pues ‘UOIyROG OT.) | Oh Ae reat | Be 
“eeidop oulos yang. "ur OL | | 06°FE | FO'CL | Le 
csoidop otos qm an | | OM gale elon) ae | | 
7 €00°0 ynoqe poatosstp ApuoAgy Or | | | €0°0 | 10°0 \€6 Fe | €0' G2 ' 96 Piey SsBrlg, 


ee 


*Bulggid 09 anp oinye 
' “do 48 Aireroedss. ele | ; | | 
qo. on JOAO sopoy OBIT $ 8 real 
4 ems ur poyyid srpeq ise a 5! 90°0 | c0°0 |Zg°¢ SE°F6 | «28 
: | 20°0 | 10°0 |F2°S | Ez°F6 | ,98 eee ele ‘SULpTID 
(pT! 
€6°S : 
4 Pohes ar : 0¢'+6 | gg 
Bogs asf ah r120 a ees ee 
<j ynoge pedjossip Ay [wiauary Or ér'g eas oF Fe a 
2 ee | | | SWOT) Sl ba Mohan OD apo Dec prey ‘ozuorg 
Ul peulewmar 4nq poyrjurep 
< yOu atom = ormosae qnoyyin 
a Seqn], “Url 00° ATUO se | 
Seqn} Sururewel pure siya | ea | | 
% wOUONN[Os[ereuey -uolsor or | £0.30 | od 
~10 t | 0 | | 
A “oo iofhuesaind pence or g0°0 | 69°0 /68°e | OF 99 | gy | 
a. 3 urareyu0o = oqny,| ZT 6 § £920°0 | a2'59 | «6s | 
: £0°0 | $¢°O |IT*ge | gz99 | #9Z |*'* prey ‘sseiq pepeey 
g . “ Z tas | €0'0 | OT‘0 |I9°8 | 92°T9 GL 
Sco um wmocmtEnesonur | g g | | | £0°0 | ST°0 |co'se | gz°19 | #2 
wo a Ya 2 = a | : : | c0°0 | 81°0 |86'z¢ | Zg'T9 «EL -| 
: meagrenep £4 tee |» I I 0°O | 8070 jss"se | co°19 | azz | ‘poyvou 
: ; Beet : : 60°0 | €L'0 |€0'8s¢ | 28-19 «IL | -ue ‘peuury ‘ZyUN yy 
nor % : : 
Se ee ee 20°0 | 21-0 lat-se | 66-48 | 298 
4 pyar | T x 19 
5 ep Aq saanyivy [py prey fF 8 I | 28° | Eb: lov: ze | 26:19 | Seg 
. pre Le : : 60°0 6T'0 16° LE $6°19 | +29 | 
: 60°0 | GIO |29°28 | 6L°z9 +99 [ot peumy ‘ZyunyW 
“UONROYyLyUIZe eae ee ‘19 | | 
é oe pvogy yop jeroues ‘ ; | | 4 ITO FL SE GT'T9 | «¢9 
= Jeuul seddn wo af¥os AAvoy I : | £0°0 oro Sree 60°19 bes 
3 Tepun sid peyryuizep pea I Tash £0°0 Piroueised 62 a | 
: , | | Oe) (st 8é | 64°19 | «19 | prey ‘zqgunyy 
le) | | 
: ecect| sxpooyy | ssn | HY | MIO | samty | See? | maz | woar | peor | oarz [soaaog 
UOISOIIOD JO oingeNy Jog dag “Fae | “que Be oe pee oh hee | 
ed | sed | a | See ae a) ere) ON | 
eles. 
Poestouruy ourry, uwolyIsoduroy 


panuyuoj—z% alavy, 


752 


753 


DAVIS 


H. BASSETT AND C. H. 


WwW. 


ee a a nl 


‘AT[Vloues 90ue 
-Ivedde poos jQ ‘deep ‘ul 
0zZ0'0 Ssvere MOT[BYs YOOUIS 
pvoig jo Jequinu @ YyIM ynq 
“ur Z00'O pedTossip ATwoAg 


‘ut 900'0 Jo 43dep 
04 AyTuO sem UOTyN[OS [elo 
-uaxy “ut gg0'0 jo Wydep 
saov|[d 9ul0s ur ‘svele Bur[[Or 
deep peoiq Moj @ Ul poA[ossl(T 


“sqid 
qe 4ydeoxo uo1ynjos OU 4SOUr 


-IV “Ur ¢z0'0 Jo Wdep 07” 


0} eoBjans jo yongr JaAO 
sinoso Zuyyid psoiq dead 


‘uolyIpuos poos 
UL 91am soqny, 


“Buryjid Ou sem eee ae 
aleyt, “Ul g00'0 prey 
04 100'0 8xvo448 prey 
ur worzynyos 
Rar acres a pe[wouuy 
‘peyryulzep 4ON 

*pooyou 


usa9q pey ZuLyBe] ou yAnoyy 
[[e” pozyesjoued syods Auvyy 
“dl GTO'0 97 peylyulzap 908s 
-Ins JauUl adtyue Al[[Bolyoulg 


“ut GO0'0 
uoissaidap 8 AT[eUoIsvO0G 
“UL Z00'0 JuLyoya 10 WOIyNTOS 


quays ynq woyvoyryulzop ON 


“mOTyIpuod 
poos ur Ayjetouesy) “deep “ul 
9100 8¥M uoIssoidep MOT[BYS 
[BuoIsvo00 ue 4ynq “Ur g00'0 
peapossip AjuaAe o1oM So], 


‘Buoy “Ul T 04 34 
pues opi ‘ul 24 svaIe [BAO 
jo uoynpos Aq poytey oqny 
aug “Ul FOLO'O Afre[nsoesit 


pouury, ynq peyryuizep 4ON 


Or 
Or 


“1A OT UVY} SS9T UT Pores EQN » 


0°96 
6°96 
L6° SE 
Go GS 
69° FG 


610°0 


¢00°0 


6z°0 


€¢°0 


3" 
go. 
[ey 
6S" 
OF" 


rorrry 


*o° 
0g" 
Lg" 
gg" 


Lg” 


ooooo 


SF" 
6G" 
19) 
iA 
69° 


ooooo 


oD 
onl 


80° 
66° 
60° 


for) 
uw 
ecoooo ANON 


EEO 


€0°0 


£0°0 


6O°T 


600 


c0°0 


600° 0 


(0) a) 


610°0 


£0°0 


Z0°0 


| 


00° 


| 
| 
| 
| 
ise 


00 


| 00° 
| 00° 
| 00° 
i} 00° 
00° 


ooooeo 


j=) 


WIS 
€P" 
66° 


FE 
VE 


“98 
|Vo- 


9& 


“68 


‘9zuo1q 


(co +prey ‘jaxoru-ordny¢) 


ier A oventy Oia ceo prey 


‘9zuolq 


erqunogacoaiu arg 


EES ezuoiq uIqoy, 


“prey 
aSoUVsUBI, 


“ popwouue ‘AqyeIUI py 


Se! prey ‘ezuoi1g 


“+ +**pappouue ‘ezuolg 


VOL. LXXI.—48 


Lore 


CORROSION OF COPPER ALLOYS IN SEA WATER 


AL OT UBY4 sso] UT pares oqny, , 


| quour 
“sunqid -soeid 
ON + “UI 900°0 ynNOqR sytar4s | | aexal 
ur A[[¥ieuas poyryuizeq T 6 FOO | 600 ITL°8e | ee Tz wy prey ‘sseig, 
“Ur CZO'O SEM 
gid yo yydop osu peyvouuy t ‘G (a G4°2 | 46°66 | «OST | 
—IdAW “SAAN IBY prey OL 8E°8 | 69°16 | «6FT 
so1q} Ul Sunyyns prey GG 9 S 8e°Z 00°O | 9F°G6 | x8FT 
-a1 soqny [[e ul prey - Opry | 00°O | 02°26 LPT ; 
syd doap prorg PIB or OT0'O | €¢"Z ¥0°0 €00°0 00°0 | I¥°Z6 9FT | °° ezuorq winuTuN WZ 
“TPE aqny | 
ysnoryy = Ayeonowad adam | | | | 
syid jo Auvyy ‘ur ¢z0'0 Or SI'S G8°F6 | SF 
07 O10'0 JO YQdep osta0AT OL 80°¢ 666 | FFL 
UB OF QOBJINS JO YonuT I9aAO OL $2 | 94°76 | SPI | 
pegid Alperoues oram Aoyy OL 06°¢ O8 6 GFL ‘prey 
‘THB} yOu pip vseyy YRnoyyy OL $00°0 | S6°7 | £0°0 €00°0 00°0 | 00°S6 | IPT |“ezuorq hevae deere) I7j 
“o0ue OL 186 | GO| LT 68 OFT | 
-Inedde ouy py seqn} Sut OL 26° OT | 00°O | 80°68 6EL 
~ureuay = -aqn} 9uo ut daap OL 61° OT aide 9) 8.°0 O10°0 | 00'0 | Ta’68 8éL 
“UL 0GO'0 SyId poqeost qa OT 248° OT 00°0 | €1°68 LEE} 
“Ur €00°0 peAlossip AQYsyg OL 88°6 96°0 | 91°68 | 9ET °° * pavy ‘Jexoru-ordng. 
“quaT[edxe SBM Soqny i 
JO UONTpuos pue souervadde OL OF ST GF LE NP TL LS GET | 
284} OS dsap “url ¢QQ"9 ATUO Or LL ST | 84°46 | SO°LG | FET | 
atom sjutod tadeaq ~ATuo Or €Z°F1 9T°O0 | 61°00 |8€0°0 |08°2z | SI°z¢ | eet 
e[dures auo uo Suryoja daap OL FZ ST | GL°L@ | F0°LS G&L | 
pus “ur Z00'0 WoIN[Os 4YysY9 OL T€ “ST PL LE | $6°9G | TEL |°° pavy ‘reaps exon 
“ATR Or L9 FL FIO OT’O 10°0 | 00°0 | go'eg O€T 
-Iguesd a0uRIBeadde poos JO OL L0° LT 00°O0 | €6°28 6Z1 | 
‘daep “ul ¢00°0 S¥ere ourOS Or LST 00°0 | 3:8 | ger 
Wt “ur €00'0 ynoqe paajos Or WES 00°00 | 62°F8 LEL | 
-SIp ATueAa pue yQ0ours Ara 4 Or IP OT 00°0 | 6¢°€8 961 | °° prey ‘Jexoru-ordng, 
% } 
| | olUaSTIW | [@xOINT ae oe | ULL | WOry | p¥ey | oulz | 1addoy 
SAB | Sy}UOT | stvox | “quag “quan Seale aes | “quag | “yuag | quay) -4ueD | “yuan 
WOISOIIOD JO anquNy Weel acl Jag feupe |\ece ba Sel en ahs ey reeds ony 
| | |  oqny, 
= | 
PeseWUI] OUTIL, wortsoduroy 


panuyuog—z savy, 


W. H. BASSETT AND C. H. DAVIS 755 


and other bronzes, for instance. All the tubes were 1-in. outside dia- 
meter, 0.049-in. gage (No. 18 Stubbs) and 8 ft. long. Five pieces, alike 
in composition and temper, were used in order that a fair average of 
the behavior of the alloy might be found. It was well that several 
samples of each were taken, for some of the alloys were erratic in their 


behavior. 
‘ 


SHEET-METAL SPECIMENS IN Sea WATER 


The sheet-metal specimens were purposely selected to have the 
approximate composition of the tubes in order that direct comparisons 
might be made and data from one test applied to the other. 


Preparation of Specimens 


Strips were first finished with a 60.4 per cent. reduction (8 B. «& 8. 
numbers) by cold rolling to 0.051 in. thick, and were slit to 1 in. in width. 
One set of these hard samples was held in this condition, but the others 
were annealed at 450°, 550°, 650°, and 750° C. One set each of these 
annealed pieces was held but the remaining sets were rolled again to 
complete the schedule outlined below. 


THEN REDUCED 
DIFFERENT SPECIMENS WERE BY ROLLING, As EXPRESSED IN Finat Gaae, 


ANNEALED AT, DEGREES C. Per Cent. B. & S. Nos. Harp INCHES 
HOMO "O50, andiso0, e222... 0 0 0 soft 0.051 
HO mODO ODO amd. (0s. vem 4 = 10.9 1 number, hard 0.045 
HD), SHO), CHOS aC RG RAs Ae 20.7 2 numbers, hard 0.040 
pO moOo0 050, ANC CO0r onc. .-- Bile 4 numbers, hard 0.032 
AKO), SRO), ON EhaVel7¢UR oe ee ener 50.0 6 numbers, hard 0.025 
Mallganmea li GO02 8.22.5: -5. 2 2: 60.4 8 numbers, hard 0.051 


There were, therefore, twenty-one samples of each alloy, four in the 
annealed condition, four each rolled 1, 2, 4, and 6 B. & S. numbers 
and one each rolled 8 B. & S. numbers hard. The total surface area of 
the 21 samples was 215.3 sq. in. The total surface areas of the individual 


specimens were: 


Asnnalletlh ene oe & Sm ak oR OE ens cy Oe Oe ae ea 11.49 sq. in. 
il sauniampoyag, WeRGh, « Pion gio cde 160 dec ee cdo es ower eee 9.99 sq. in. 
Damm pers shar dtr Gyn at ayy cme eit roe te ss Ae musa SECON in, 
Men ers, NaEd fae soe ne) cee aly. Fick oe ecte Palen. 2 foe) 9.83 sq. in. 
6 numbers, hard....... PRP rr aT Bees oo seep aut nei 9.75 8q. in, 
2 mame, INN. oe coe ac bon Bp dmb on noo see oo ooo Oe 11.49 sq. in, 
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Taste 3.—Analyses of Sheet Metal for Corrosion Tests in Sea Water 


oO eee es em» es 
2 3 
$ EO | as | 2 | 85 | 25/26 | B= |B) a 
| | | | | | 
CAME COD PEL jan tstac aie neko canstaeeet 99.943 | | 
Bal Gilding... ase ene: 96.91 3.06 10.0110.02) | 
WIR Guldang sfter oh ae eee 94.90 5.07) 0.020.01 | 
Q | Commercial bronze......... \89.93 |10.02| 0.02 0.03 | 
Zid LUQWSDTARS loc. es vn Soren tt Ac 80.07 19.86, 0.05 0.02 
‘joss HLS a seen can see 172.45 |27.47| 0.06.0.02 | 
Me) Brags. coc. tavet so fee ae ae 66.11 (33.83 0.04 0.02 | 
OME CaSS era hence kee 66.20 33.65 0.13. 0.02 ea 
if) iy Sia aaa ae ncaeareamorr se eta 63.32 (36.50) 0.150.038 | 
Dah Brass ie, his. Sacer 61.79 38.06 0.13.0.02 aa 
CONDE Mercy he oreerh ocr 60.49 |39.29 0.15.0.07 =) 
Sm beadeddbcassianpie eri 67.29 |31.99 0.69 0.03 | | 
de Brotize S0tes, | canoe 94.72 | 0.22) Le en OC Tees 
IRS IRBLONZE ats Goae eect. eh ever 91.30 | 0.14 | | 8.44) | 
NGI Bionzbcnee hark Ao uee 92.73 | 6.54 —0.0210.060.65 
i Dow: brass: cw ct eee 80.84 |18.08, |0.07|/0.06)0.95) | | 
Na Ad miraltin.caea doen Sao oe 69.72 |28.92) 0.030.041.29 | | 
PoiWobin bronze ves and: ienen: 61,31 |37_72 0.06 0.04.0.87, | 
ime upro=nic kelltneee seen eer 75.46 | 0.00/24. 12) 0.15 10.27 
ek @upro-nickelg ena eeeiee 79.89 | 0.0019.88 0.09 10.14 
G | Cupro-nickel...............|84.75 | 0.00/14.99 0.12} 10.14 
Ch Nickel-ilyers..09 94s inka: 57.42 |26.71|15.51} (0.23) 0:12} 
K | Cupro-nickel...............|89.27 | 0.00/10.35) 0.15, = {0.23} — | 
Y | Alumimum bronze. 77-7... :: 195.14 | 0.00) | 4.86 
L | Phosphor bronze........... 95.72 | 0.00; 4.09 0.29 
F | Aluminum bronze.......... 92.24 | 0.00 | 7.76 
| | | 


The “ Mark” indicates alphabetically the order-of greatest loss; copper losing most 
and low brass least; see Table 4. 
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TaBLE 4.—Corrosion of Copper Alloys in Sea Water (21 Samples Including 
Rolled and Annealed Material of Each Alloy; Total Area Exposed, 
215.3 Sq. In.) 


Total 
Loss, 
Grams 
per 
Square 
Inch 


} 
- 0-2 2-4 4-6 | = 1! 
Beri sas iantha | Months Months. ha | Menthe eens nouche Menthe 
| | a 
ieee Loss in Weight for Eight Consecutive Periods, in Grams per Square Inch 
per Month 
| ae 

A 0.00719, 0.00274 0.00301 0.00051) 0.01393, 0.00181, 0.00325) 0.00065 
B 0.00654, 0.00218 0.00102 0.00023 0.01147) 0.00143) 0.00339) 0.00065 
Cc 0.00167) 0.00315 0.00334 0.00181 0.01096) 0.00148) 0.00264! 0.00125 
D 0.00329) 0.00376 0.00241) 0.00176 0.00887} 0.00153) 0.00311) 0.00111 
E 0.00459, 0.00315, 0.00227 0.00139 0.00766; 0.00176) 0.00315, 0.00125 
F 0.00000 0.00013 0.00079 0.00037 0.01272) 0.00385) 0.00571) 0.00065 
G 0.00594, 0.00106, 0.00074, 0.00037 0.00998) 0.00125) 0.00301) 0.00111 
H 0.00473 0.00143 0.00125) 0.00037| 0.01091] 0.00106) 0.00236] 0.00106 
I | 0.00469 0.00148 0.00097 0.00037 0.01086) 0.00102) 0.00278} 0.00092 
J | 0.00673 0.00102 0.00013) 0.00023 0.00984/ 0.00153) 0.00264) 0.00055 
K 0.00654) 0.00078 0.00032 0.00023 0.00859) 0.00162) 0.00325) 0.00102 
L 0.00599 0.00143 0.00092 0.00027 0.00863) 0.00167) 0.00260) 0.00065 
M _ 0.00640 0.00246’ 0.00102 0.00027 | 0.00719 0.00106 0.00264! 0.00051 
N 0.00575, 0.00176 0.00060, 0.00023 0.00808) 0.00106) 0.00246 0.00055 
oO 0.00566 0.00143) 0.00060 0.00037) 0.00227) 0.00167) 0.00297 0.00213 
1 0.00455, 0.00125 0.00032 0.00032, 0.00343) 0.00157) 0.00325) 0.00176 
Q 0.00575| 0.00190 0.00074 0.00023) 0.00492) 0.00088] 0.00134) 0.00069 
R | 0.00580 0.00051 0.00023 0.00023) 0.00636) 0.00078) 0.00199 0.00046 
Ss | 0.00464, 0.00148) 0.00065 0.00037) 0.00264) 0.00139) 0.00260 0.00176 
ot 0.00557, 0.00134 0.00041 0.00027 0.00213, 0.00111) 0.00250 0.00130 
U | 0.00334 0.00241, 0.00116 0.00032) 0.00399 0.00069 0.00176 0.00069 
V 0.00524) 0.00120, 0.00069 0.00032) 0.00227) 0.00078 0.00227, 0.00097 
Ww 0.00464 0.00120 0.00023 9.00023) 0.00250 0.00083, 0.00213) 0.00195 
x 0.00557| 0.00097, 0.00018 0.00018, 0.00399 0.00055, 0.00130) 0,00083 
Ve | 0.00018 0.00009 0.00037 0.00032) 0.00975, 0.00134) 0.00116 0.00023 
Z | 0.00464, 0.00143 0.00046 0.00027 0.00292 0.00055 0.00139) 0.00083 


© 0:0 C0 OS OC OC OC 6108 6 CO OS TOS Orr (One Or One 


.03309 
.02691 
- 02630 
- 02584 
.02522 
02422 
02346 
02317 
. 02309 
02267 
02235 
. 02216 
.02155 
.02049 
.01710 
.01645 
.01645 
. 01636 
.01553 
. 01463 
.01436 
.01374 
.01371 
.01357 
01344 
-01249 


ee se ee 
These data have 


Norre.—The letters indicate the alloys whose compositions are given in Table 3. 
been used to prepare Figs. 8 to 10, inclusive. 
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Taste 5.—Corrosion of Copper Alloys in Sea Water 


| Total Loss of Each Sample in 814 Yr., Expressed as Grams Lost 


| per Square Inch of Surface Exposed 
1 <a ; 
| 80 72 66.6 
Percent, copper....:..ereeeeae 99.943 97 95 90 | 
Pericen te ZC Mien ann daisy tae: 3 5 | 10 | 20 28 33.3 
| | | | A | 
Spr ers areca where k tne oe 0.0151 | 0.0170 | 0.0097 | 0.0081 | 0.0068 0.0073 | 0.0086 
750° C. on é 
‘Anmeéaledsa aravccoescs seu pendent | 0.0136 | 0.0105 | 0.0084 0.0056 | 0.0057 0.0057 0.0068 
imivialeyse ith oles oo meee wees | 0.0104 | 0.0099 | 0 0072 | 0.0072 0.0049 0.0053 , 0.0068 
ZMOUMDECVS War. often nats see 0.0095 0.0097 | 0.0071 | 0.0055 0.0046 © 0.0066 0.0074 
4 numbers hard). 220s 2. see es 0.0148 | 0.0092 | 0.0088 0.0054 0.0054 0.0066 0.0077 
Ginumiberssbandinys sot eaerres 0.0152 0.0110 | 0.0062 | 0.0066 0.0056 | 0.0069 0.0082 
650° C. | | | 4 x . 
PA TIMOal ede. cuctscoccut tie eet tren Geet 0.0156 | 0.0084 | 0.0066 | 0.0056 | 0.0051 0.0059 | 0.0076 
Ue Mbersbancdhense ae cee 0.0107 | 0.0083 0.0058 0.0054 0.0050 O 0054 0.0061 
Zanumibers hard. ceseanes ene ts 0.0086 | 0.0078 | 0.0054 | 0.0045 0.0044 0.0058 | 0.0064 
AS WUMD Crs ular clic eee eerie 0.0144 | 0.0074 | 0.0123 0.0058 0.0055 0.0072 | 0.0083 
Gmnum bersihard serene ee 0.0129 | 0.0136 | 0.0079 0.0063 0.0047 0.0064 | 0.0083 
550° C. ; : y 
PATE Bled aris east anay encaes tenant ae 0.0105 | 0.0113 | 0.0068 | 0.0058 0.0051 0.0059 0.0080 
Memmi era an Chere eee | 0.0110 | 0.0119 | 0.0089 0.0051 | 0.0046 | 0.0057 | 0.0064 
2 eMuUMbersihardeyg aise 0.0101 | 0.0117 | 0.0056 0.0059 0.0051 0.0067 | 0.0072 
4 numbers shards: ...e..2-.-ce 0.0112 | 0.0119 | 0.0078 | 0.0054 0.0045 0.0063 | 0.0074 
Gmumbers*hard.........2.... 0.0116 | 0.0118 | 0.0104 0.0066 | 0.0049 0.0067 | 0.0087 . 
450° C. | 2 al 
Am Ea] odin aces sere. cnsh ee ete ee 0.0122 | 0.0089 0.007 0.0059 0.0050 0.0064 | 0.0079 
Isao YO INER Cl sae 44 dna ae 0.0112 | 0.0104 | 0.0094 0.0062 | 0.0052 0.0066 | 0.0071 
Zim bers hard. eee cee 0.0106 | 0.0107 | 0.0069 0.0052 | 0.0048 0.0070 0.0074 
Aiuimipers! Mandan esas cies cine 0.0116 | 0.0123 | 0.0119 | 0.0060 | 0.0053 0.0070 | 0.0083 
Gimum bensehian digas eens 0.0087 | 0.0100 | 0.0077 | 0.0059 | 0.0046 0.0066 | 0.0077 
} 
Total’ tet, otateriutree ease ens 0.2495 | 0.2237 | 0.1681 | 0.1240 | 0.1068 | 0.1340 | 0.1583 
= = =e ES It ee eS Se a = 
Per cent. copper............. 65 63 Chifley 60 66.25 95 92 
Rericent. Zing <4 horses ok 35 37 J Shs 40 38.25 
Rerscant atimios sents ar nee | 5 8 
Penzeent; LOade sass is sews cee | } 0.5 
an: WPM STRUT SREE Poses cs 
en hand Jess erie ktehe | 0.0087 0.0109 0.0116 0.0108 | 0.0096 | 0.0099 | 0.0064 
50° C. | | | 
PATITIO RUC in scans caspase i bl eerie are 0.0117 | 0.0090 | 0.0091 | 0.0104 | 0.0088 0.0107 | 0.0090 
iain @rvneur ci <)eeasl eee 0.0117 | 0.0089 0.0088 0.0092 0.0051 0.0094 0.0058 
Prmum bers; Hard. seks ea ole | 0.0120 | 0.0097 | 0.0101 | 0.0106 | 0.0078 | 0.0092 | 0.0049 
Aso bersukandan sen ate ere 0.0085 | 0.0098 | 0.0098 | 0.0091 | 0.0115 0.0080 | 0.0052 
6 numbers hard.......... ....| 0.0093 | 0.0104 | 0.0110 | 0.0097 | 0.0094 | 0.0068 | 0.0049 
| | | 
650° C, | | 
PATIMLOG Lee erases o cre teh ccsec see aeeeae 0.0132 | 0.0140 | 0.0109 | 0.0110 | 0.0088 | 0.0110 | 0.0074 
ioumiber hand’) emis. sani 0.0121 | 0.0116 | 0.0092 , 0.0098 | 0.0066 | 0.0098 | 0.0057 
ZamtumMbens Nardin. is wet. 0.0117 | 0.0104 | 0.0099 | 0.0107 | 0.0098 | 0.0087 | 0.0056 
ATmunibers hands... s.. seen ue 0.0089 | 0.0108 | 0.0111 0.0121 | 0.0074 | 0.0087 | 0.0052 
Gumumibersihard... 0.20. ee. oe 0.0094 | 0.0101 | 0.0111 | 0.0089 0.0089 | 0.0086 | 0.0049 
| | | 
5p0° CG: | | | | 
PAMIMO@S 9 tea hegevaret se Witents ea ie tae 0.0121 | 0.0125 | 0:0123 | 0.0124 | 0.0091 | 0.0108 | 0.0102 
ertimn bor han Cini ane 0.0108 | 0.0119 | 0.0105 | 0.0102 | 0.0101 | 0.0089 | 0.0063 
Pa stibonox yp icbdalm, co onocnana oe | 0.0088 | 0.0113 | 0.0107 | 0.0113 | 0.0111 | 0.0079 | 0.0049 
AsMUmM DELS eeciec ci een nies 0.0091 | 0.0103 | 0.0108 | 0.0112 | 0.0106 | 0.0086 | 0.0054 
6 numbers hard.............. | 0.0095 | 0.0128 | 0.0132; 0.0115 | 0.0085 | 0.0089 | 0.0076 
450° C. | | 
per AMIN Galli: Sines ratios ek sneha wees 0.0107 | 0.0116 | 0.0109 | 0.0117 | 0.0054 0.0108 | 0.0086 
1 number hard...............| 0.0086 | 0.0111 | 0.0118 | 0.0109 | 0.0115 | 0.0095 | 0.0078 
Py vagbien arenas) lel Cro yaa veo are 0.0090 | 0.0108 | 0.0114 | 0.0146 | 0.0091 | 0.0081 | 0.0059 
Lan uhedorve label, ok wks nr per 0.0095 | 0.0120 | 0.0114 | 0.0120 | 0.0086 | 0.0089 | 0.0064 
Ginumibersitand, airmen ; 0.0092 | 0.0105 | 0.0110 | 0.0108 | 0.0081 | 0.0088 | 0.0050 
POU Lars tics ayes eo Me | 0.2145 | 0.2304 | 0.2266 | 0.2289 | 0.1858 | 0.1920 | 0.1331 
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TaBLE 5.—Continued 

Sa a a eee 
| Total Loss of Each Sample in 81g Yr., Expressed as Grams Lost 

| per Square Inch of Surface Exposed 


| 
Per cent, copper. «--.........4.. 93.0 81 | 70 | 60.00 75 80 85 
NS AG oe 6.5 they ga SE % 89.25 
TPCT JOON RLM OO es. Sacre ass 0.5 | 1 0.75 
Ren GenwemlGkelety fancy een | 25 20 15 
| 
BOmbem hard. <2... ye... 0.0075 | 0.0052- 0.9080 o 0095 | 0.0102 0.0093 | 0.0113 
Amat. 2 64 0.0105 0.0061 | 0.0057 | 0.0116 | 0.0103 | 0.0109 | 0.0115 
1 number hard............... 0.0082 0.0049 | 0.0047 0.0100 | 0.0091 | 0.0091 | 0.0106 
2 numbers hard.............. 0.0073 0.0055 | 0.0071 | 0.0094 0.0096 | 0.0094 | 0.0106 
4 numbers hard.............. 0.0058 0.0048 0.0123 0.0108 | 0.0087 | 0.0093 | 0.0101 
6 numbers hard.............. 0.0070 0.0057 0.0096 0.0093 | 0.0089 | 0.0091 | 0.0099 
650° C. | 
Raila? Jee eee 0.0075 | 0.0057 | 0.0090 | 0.0155 | 0.0106 | 0.0105 | 0.0115 
Meera 0.0055 0.0049 | 0.0049 | 0.0130 | 0.0091 | 0.0095 | 0.0099 
2 numbers hard.............. 0.0066 0.0049 | 0.0053 0.0085 | 0.0097 | 0.0101 | 0.0098 
4 numbers hard.............. 0.0066 0.0050 | 0.0074 0.0086 0.0096 | 0.0097 | 0.0108 
6 numbers hard.............. 0.0056 0.0050 | 0.0090 | 0.0097 | 0.0090 | 0.0093 | 0.0099 
550° C. | 
lice. LA eee ee 0.0111 0.0064 | 0.0100 0.0125 | 0.0118 | 0.0109 | 0.0113 
fees pS Hardee i. joe 0.0086 0.0048 0.0055 0.0087 | 0.0092 | 0.0098 | 0.0102 
2 numbers hard.............. 0.0074 0.0049 | 0.0125 | 0.0072 | 0.0091 | 0.0095 | 0.0098 
4 numbers hard.............. 0.0083 0.0047 0.0062 0.0103 | 0.0092 0 0091 0 0091 
6 numbers hard.............. 0.0108 0.0056 0.0096 0.0091 0.0089 
450° C. | 
ey 0.0099 0.0053 0.0059 | 0.0090 | 0.0104 | 0.0110 | 0.0112 
a abee nade eee 0.0089 0.0051 0.0078 0.0084 | 0.0100 | 0.0094 | 0.0092 
2 numbers hard.............. 0.0075 | 0.0051 | 0.0101 0.0094 | 0.0090 0 0089 0 0109 
4 nambers: Nard. ol ..- 26 pe ee 0.0087 0.0048 0.0091 alee | ees aaa eens 
Gmombers hard’)... .2 5.2.6.0. 0.0087 0.0064 0.0079 0.0092 : ¢ 5 
IRC eh eee eee ee 0.1680 0.1108 0.1676 0.2085 | 0.2011 | 0.2026 | 0.2159 
| 
| | * | a ; | 
Percent. COPPer. cc ee. ks ese oe | 56.66 90 95 | 95.5 92 
PRELTOCIIe ZATICLs AA oekeie re ade lareye ees 28.33 
Teteye eerie boned) Ee AI ee ean 15.00 | 10 | 2 
Percent. aluminum, .., 0... 0... + 5 ee 
PRGre COM UNOlIN ts aie csache apot fo, o0teees,'e eel o nee 
Per cent. phosphorus .........«.. .o 
8 numbers lnsgsl. 2 es te ee ee 0.0057 | 0.0108 0.0054 0.0059 | 0.0187 0.2480 
750° C. ant 
WAS y, ire: 0.0061 | 0.0109 | 0.0038 0.0116 | 0.0200 0.2440 
ae “I sec ee ae 0.0048 | 0.0098 | 0.0063 | 0.0102 | 0.0152 0.2135 
See aan Let ae ae 0.0053 0.0099 | 0.0060 0.0098 | 0.0183 0. 2229 
eee ede 8 | 0.0182 eee 
4 berathard’ (ame oo eae: 0.0049 0.0098 | 0.0063 | 0.0082 | 0. 
Blnuimberm hard-o 0. ck 0.0059 0.0096 | 0.0064 0.0094 | 0.0146 0. 2266 
| | 
650° C. ‘ 3 Dade 
: 2 | 0.0067 | 0.0103 | 0.0174 0.2525 
PASTITIC AILS « cctyoreh caste oe This Sae tele ue aw ont 0.0065 pies Roscoe le oo7e Wo tisa 0.2198 
d -. 0.0050 | 0.0108 
peepee teed PR alo, 0.0053 | 0.0103 | 0.0077 0.0094 | 0.0173 0.2146 
Pe eee 0053 | 3 ee 22] 
4 numbers hard.............. 0.0059 0.0105 | 0.0079 0.0061 | ieee 
6 numbers hard.............. | 0.0055 0.0098 | 0.0070 | 0.0085 | 0.0149 (225 
550° C. | x 71 0.2621 
rin Gal Meer rree isk ectyods 0.0085 0 0127 0 0052 | 0.0118 | 0 o174 Oeee 
ee Pa 0.0085 | 0.0095 | 0.0041 | 0.0094.| 0.0148 0.2220 
4 are va a 0.0063 00109 | 0.0065 | 0.0088 | 0.0137 0 2236 
Acmumipers) Ward: sie. sia. /- so « 4 | O. We: HONS | 0.234 
6 numbers hard.............- 0.0061 | 0.0099 | 0.0054 0.0085 | 0.0107 | 
450° C. 0.2373 
0.0052 0.0103 | 0.0177 
NEAEET, «ovis ae ene ee | 0.0067 | 0.0114 Oe pea ie 
0.0051 | 0.0097 | 0. 
Pere tard on eth 0.0052 | 0.0094 | 0.0051 | 0.0090 | 0.0140 Dinas 
ete ae Se | 5 59 | 0.0092 0.0123 . 
4 numbers Nard .cye. cei cfesecte ee «| 0.0058 0.0100 0, 005% as 0.2163 
6 numbers hard.............- | 0.0056 | 0.0102 | 0.0082 | 0.0086 0.00 
Mot almre Mer then. sais | 0.1217 | 0.2168 | 0.1265 0.1916 | 0.8225 | 4.8293 
_——————— 
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Tasty 6.—Influence of Grain-size and Hardness of Test Pieces Upon Rate 
of Corrosion, Expressed as Grams Lost Per Square Inch of 


Surface Exposed 


CORROSION OF COPPER ALLOYS IN SEA WATER 


Copper 
Anneal 7302 Cs 650° C 650°C. 450° C Totals 
: | 

Ammen le disriwapanayciers a cksine er cane a peaeren 0.0136 0.0156 0.0105 0.0122 0.0519 
Tenrumiber hard... aantecs cece ashlee 0.0104 0.0107 0.0110 0.0112 0.0433 
Pyamqavon vd io¥doly eo oe ae a aaocee 0.0095 0.0086 0.0101 0.0106 0.0388* 

~ Ab snipgan ovasy IC! Oo, Go eo ee ae le 0.0148 0.0144 0.0112 0.0116 0.0520 
(aj soypuemoxerds) Mal Gn cna e ena cene= 0.0152 0.0129 0.0116 0.0087 | 0.0484 
SLO eee across necro aah oeces Crtidast | 0.0635 0.0622 0.0544 0.0543 * 0.2344 


Gilding and Commercial Bronze—97 per cent. to and including 85 per 


cent. copper 


Sane euer eG aan Se caches 0.0206 0.0239 | 0.0221 | 0.0911 
Mariage hier fae eee | 0.0243 0.0195 0.0259 0.0260 | 0.0957 
PA soybuonoyerdes Jor yele ey oo eh boe eo coe 0.0223 0.0177 0.0232 0.0228 | 0.0860* 
Aonumibers hardremat se sales 0.0234 | 0.0255 0.0251 0.0302 | 0.1042 
Ginumbers andes setae eerie | 0.0238 0.0278 0.0288 0.0236 0.1040 

HP Oibslter se erorcly cian te aes ie oa Re NE TEI eel Loe: 0.1111* 0.1269 0.1247 | 0.4810 

i} 
Low Brasses—85 per cent. to and including 70 per cent. copper 
= = —>- ee 
PATTIE BILE CE ra ae stietcs x cle eiaecehovas ome Soaks 0.0114 0.0110 0.0110 0.0114 0.0448 
Teraebeal hay lOO Rs 5) wayne 6 olan cic 0.0102 0.0104 | 0.0103 0.0118 0.0427 * 
2mimlbers: Nard) s2.c 4c. ss aee sss | 0.0112 0.0102 0.0118 0.0118 0.0450 
CM roybiam oYenyskloeol. mois ages tiny Sec 0.0120 0.0127 | 0.0108 0.0123 0.0478 
(ah TanpeaMbaresy lal, Gaus goes oka ome | 0.0125 0.0111 | 0.0116 0.0112 0.0464 
| | — 
Total | 0.0573 0.0554* | 0.0555 0.0585 0.2267 
Brasses—70 per cent. to and including 65 per cent. copper 

——_ a = SS Z 
FAMIGHI GG teeta nie ate lyon te ets | 0.0185 0.0208 0.0201 0.0186 0.0780 
Pimum ber bard scp cap sv Pns oe a oes | 0.0185 0.0182 0.0172 0.0157 0.0696 
PArbbonleysecplOeNClA A Ry po He buen Apatrae 0.0194 0.0181 0.0160 0.0164 0.0699 
ZN ieqhboall SSI IOW oy cua anolen ese o 0.0162 0.0172 0.0165 | 0.0178 0.0677 * 
ajo bAMT OCHS oo ch oo a amesrenes all  MOLsOube es 0.0177 | 0.0182 | 0.0169 0.0703 

Miptal Smee ncc | tee AR eae 0.0901 0.0920 0.0880 | 0.0854* | 0.3555 

Pte | 
Muntz Metals—63 per cent. to and including 60 per cent. copper 

ANMCALE A ttya,siecue: sh chere oem he era 0.0285 0.0359 0.0372 0.0342 0.1358 
de UNI EL a aT eee eRe iets 0.0269 0.0306 0.0326 0.0338 0.1239* 
2mumibers hand pwede TOROS O04: 0.0310 0.0333 0.0368 0.1315 
2 numbers Hand Herrin seein ie 0.0287 0.0340 0.0323 0.0354 0.1304 
Ganumibersshandieeer eee eee 0.0311 0.0301 0.0375 0.0323 0.1310 

Motel Se: uerciae eee ae ee | 0.1456* 0.1616 0.1729 0.1725 0.6526 


*Indicates the points of least loss in weight. 
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TABLE 6.—Continued 


| | 
Anneal |} 750° C. | 650°C. | 550°C. 450° C. Totals 
Bronzes—Copper-tin alloys 
i es 
TRUONG] 0 Aas 0.0197 0.0184 0.0210 0.0194 0.0785 
HemumberMOrd so... 8... os clases s+ 0.0152 0.0155 0.0152 0.0173 0.0632 
Pe ETS DATO Vir. wale es tis aici wes 0.0141 0.0143 0.0128 0.0140 0,0552* 
is ath Waal] obey ack asa be ee 0.0132 0.0139 0.0140 0.0153 0.0564 
Oa bers ANC Mer .-ae ew. cei ath Sao | 020717 0.0135 0.0165 0.0138 0.0555 
TAGE os ie AO oe, ae ee 0.0739* 0.0756 0.0795 0.0798 0.3088 
Copper-zine-tin alloys 
AMT OT Eh Coa. aes See ee eee 0.0339 | 0.0377 0.0400 0.0301 0.1417 
iL TaUERA SSB sY hoe aoe ee eR 0.0278 0.0283 0.0276 0.0302 0.1139* 
Perum pers: DAT. | < oe.cersle sone c=. = <0 0.0293 0.0253 0.0320 0.0321 0.1187 
Aare pers Ward... ccac cose ss 0.0337 0.0276 0.0295 0.0314 0.1222 
Ganwmbers WAT et se. cree ache eens. c 0.0316 0.0293 0.0351 0.0322 0.1282 
Bl tea letew. cevev stats ke toca msi en cM cbersyachustens / 0.1563 | 0.1482* 0.1642 0.1560 0.6247 
Copper-nickel alloys 
| i. j ’ ‘ 
PASTING ALO ter eee area aa tece it tren Sie ea: peel 0.0436 0.0428 | 0.0467 0.0440 0.1771 
eID SY SD ALC. sche oePafe fa) sine sae weal 2 0.0386 0.0394 0.0398 0.0383 0.1561 
PEAT DOTS NAT Over: Aate-s <lctecsie we 0.0395 0.0399 0.0379 0.0382 0.1555 
ASU D Cra THAT aan tick. iae.die ee ee 0.0379 0.0406 0.0383 0.0398 0.1566 
Gann ers NAT dente ceisis sss ie shes | 0.0375 0.0380 0.0362 0.0378 0.1495* 
PL Ota reves .nt anise ksi nse Mae le Seov a 0.1971 0.2007 0.1989 0.1981 0.7948 
Aluminum bronzes 
PATE HO RIE n ec. ays, vans rotota doh eoneee | 0.0238 0.0241 0.0223 0.0229 0.0931 
SREUTAIDER RAE c goo. claves ereicecte 6 eee -s 0.0215 0.0205 0.0204 0.0223 0.0847 
SETHI CTS MIAN CL etes)evetcee eo sneeueysns spe > | 0.0243 0.0250 0.0189 0.0191 0.0873 
AMUN ETS, AEC. 2s orth cle eetievsns. sre as | 0.0214 0.0235 0.0202 0.0182 0.0833 
Beanie bard ait) al gee | 0.0210 0.0219 0.0161 0.0175 0.0765* 
Tiagiille als SO eet eras See 0.1120 0.1150 0.0979* | 0.1000 0.4249 


* Indicates the points of least loss in weight. 


Periodical Examination of Corroded Metal 


During the first year, the specimens were removed every two months 
and scoured with a stiff bristle brush to remove all loose scale and salts 
formed by corrosion. After cleaning in this manner, the pieces were 
weighed with an accuracy of 0.01 gm. The individual samples weighed 
from 16 to 40 gm. each. All the data for each specimen have been 
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764 CORROSION OF COPPER ALLOYS IN SEA WATER 


assembled into totals arranged according to alloys, also according to 
hardness or temper, and anneals; these are to be found in Tables 4, 5, 
and 6 and are graphically shown in Fig. 8. It was soon evident that, so 
far as corrosion and loss of weight were concerned, conclusions applied 
almost equally to all (21) specimens of a single alloy irrespective 
of temper. After the first year, the specimens were cleaned and inspected 
every six months but were weighed only after longer intervals. Photo- 
graphs and photomicrographs of the corroded surfaces completed 
the inspection. 


Per 

cent. 

Copper... .60 

PRN Ge rs Sco 40 40 


Fie. 4.—MuntTz METAL AND ALUMINUM BRONZE SHOWING DEZINKIFICATION AND 
PITTING, RESPECTIVELY, AT END OF 18 MONTHS; ALTERNATE SPECIMENS HAVE HAD PROD- 
UCTS OF CORROSION REMOVED. 


Copper-zine Alloys 


From the first, it was found that of the copper-zine alloys those 
ranging from 70 to 85 per cent. resisted corrosion better than the others. 
The Muntz metal lost little in weight at the beginning but, as dezinkifica- 
tion progressed and the loose friable salts crumbled, the losses pro- 
gressed rapidly. Pure copper and copper with small amounts of zine, 
up to 10 per cent., also had heavy losses from the start. The point 
of lowest loss is in the neighborhood of 80 per cent. copper. A plot of the 
losses of the copper-zine series during each period is given in Fig. 9. 
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. ‘os 
Copper 80 per cent., zine 20 per cent. Copper 70 per cent., zine 30 per cent. 


Copper 65 per cent., zine 35 per cent. Copper 60 per cent., zine 40 per cent. 
Fig. 5.—TyYPES OF CORROSION OF COPPER-ZINC SERIES; RAGGED-EDGED AREAS IN 70 
PER CENT. COPPER ALLOY AND BELOW ARE DEZINKIFIED. X 75. 
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Bronze ; 
Copper 92 per cent., tin 8 per cent. Copper 75 per cent., nickel 25 per cent. 


Admiralty alloy Aluminum bronze 
Copper 70 per cent., zine 29 per cent., Copper 92 per cent., aluminum 8 
tin 1 per cent. per cent. 


Manganese bronze Tobin bronze 
Copper 59 per cent., zine 39 per cent., Copper 60 per cent., zine 39.25 per cent., 
tin, 0.70 per cent., iron 0.80 per cent., tin 0.75 per cent. 


manganese 0.50 per cent. 


Fic. 6.—TyYpEs OF CORROSION, EVEN SOLUTION OF BRONZE AND CUPRO-NICKEL, 
DEZINKIFICATION OF MANGANESE AND TOBIN BRONZE, PITTING OF ALUMINUM BRONZE. 
x 1 
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Tube, copper 70 per cent., zinc 30 per cent. (tinned upon inner surface); failed by 
pitting in 2 years, 11 months. 


Tube, copper 92 per cent., aluminum 8 per cent. ; failed by pitting in 3 years, 7months. 
Fic. 7.—TYPEs OF FAILURES (NATURAL SIZE); CORROSION SCALE HAS BEEN REMOVED 
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Copper-nickel Alloys 


Copper alloys containing from 10 to 25 per cent. nickel suffered 
approximately equal losses in weight from corrosion; see Fig. 10. These 
losses were greater than in the case of the best of the brasses. The nickel 
alloy of 57 per cent. of copper, 28 per cent. of zinc, and 15 per cent. of nickel 
lost much less than the cupro-nickels. It compared favorably with the 
brasses containing about 70 per cent. of copper in tenacity of scale and 
loss in weight. 

A characteristic of the nickel alloys is the flaking off of the scale formed 
by corrosion, if allowed to become dry, and the consequent loss of pro- 


A\.Bronze 92 - 8 
Cu Nickel 85 - 15 
Cu Nickel 75 - 25 
Cu.Nickel 80 - 20 
Bronze 95 - 
Cu Nickel 90 -. 6 
PBronze %55 4 0.5 
Gilding 95 5 
Bronze 93 6505 
Brass 65 35 

Tobin BronzeG0 3925 0.5 
Com.Bronze 90 10 

Bronze 92 - 8 
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Fig. 8.—CorROSION OF COPPER ALLOYS IN SEA WATER. 


tection usually afforded in this manner to some of the alloys. Under 
actual service conditions, therefore, the nickel alloys described might 
make a poorer showing than these experimental tests would indicate. 


Copper-tin Alloys 


Increase in the tin content of bronzes aids resistance to corrosion. 
Those with 5 per cent. of tin, including the phosphor-bronze, suffer greater 
loss than those having 8 per cent. tin. In general, it would appear that 
the bronzes, copper-tin only, lose less than the cupro-nickel alloys but 
more than the high-copper brasses. 
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Copper-aluminum Bronzes 

The aluminum bronzes kept their original smooth surface finish 
without tarnishing or corroding and lost practically nothing in weight for 
several months; then small round pits appeared around the edges of the 
samples and along scratches. These pits continued to grow in size and 
depth slowly during the first year (see alloys F and Y, Fig. 8) but 
rapidly thereafter. The aluminum bronzes, which for a year showed 
hardly any corrosion, at the end of 18 months were badly pitted, 
some of the pits passing completely through the specimen. The scale 
covering the samples was deep green, with large patches of white 
aluminum salts covering the pitted areas. Near the pits were deposited 
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Fic. 9.—CoMPaRISON OF RATES OF LOSS OF BRASSES BY CORROSION IN SEA WATER; 
TOTAL TIME, 98 Months; TOTAL AREA EXPOSED, 215.3 SQ. IN. OF EACH ALLOY; 21 SAMPLES 
ANNEALED AND ROLLED OF EACH ALLOY. 


thin areas of reddish-purple copper; this deposit was hard and firm and 
gave the only positive evidence of redeposition on the surface of the 
samples. Fig. 4 shows the aluminum bronzes with scale and with 
scale removed; it illustrates the wide pitted areas and adjacent copper 
deposits. White incrustations of aluminum salts build up over each 
pit in large spongy masses. For comparison Muntz metal specimens 
are shown in the same photograph. 

In the plotted results (Fig. 8), the 5 per cent. aluminum bronze 
occupies a very favorable position next to low brass. But considering 
the depth of pitting characteristic of all the specimens the aluminum 
bronzes are not worthy of the position and from our present knowledge 
must be judged inferior to several of the other alloys investigated. The 
fact remains, however, that after 98 months immersion in sea water por- 
tions of the original surface are still intact. 


Copper-zinc-tin Alloys 


Alloys of copper, zinc, and tin form a corrosion-loss curve similar to 
that of brass (Fig. 9). Where the beta constituent is present, how- 
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ever, as in Tobin bronze, the tin undoubtedly increases the resistance of 
the alloy to sea-water corrosion, the losses being similar to those 
of the brasses rather than to those of Muntz metal. Experience with 
Tobin bronze in actual service bears out the truth of these conclusions. 


Lead 
A small amount of lead (0.50 per cent.) in brass appears to have no 
appreciable effect on the rate or manner of corrosion by sea water. 
Effect of Annealing or Grain Size on Corrosion 


In Tables 4, 5, and 6 are given, in detail, the total losses of the 


specimens grouped in such a manner that one may verify the conclusions 
which follow: 


Influence of Hardness and Grain-size of Test Pieces upon Rate of Corrosion 


_ When considered as groups, the alloys suffered least loss when hard 
rolled to the extent here given: 
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Annealed specimens lost more than the hard-rolled material, but the 
annealing temperatures at which least loss occurred are as follows: 
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ACCELERATED CoRROSION BY SALT SPRAY 
Description of Apparatus 


The apparatus used was similar to that used for testing zine coatings 
on galvanized articles and described by Finn.! It is an inclined Alberene 
stone box covered with a glass plate and fitted with a spray nozzle oper- 
ated by compressed air, the samples being supported by a glass rod. The 
solution used contained 20 per cent., by weight, of common salt (NaCh. 
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At the approximate time of the completion of the 10-year sea-water 
tests, a l-year test by salt spray was undertaken on a copper-zine series 
from pure copper down to 60 per cent. copper and 40 per cent. zine. 
Commercial copper and twelve alloys in sheet form 4 by 4 by 0.020 in. 
gage, and annealed, were suspended on glass rods and subjected to the 
regular 20 per cent. salt spray. r 

The loss in weight results are expressed graphically in Fig. 11. The 
curves are characteristically the same as those shown for losses by weight 
of similar alloys in sea water, Fig. 9. As in the case of those in sea water, 
the alloys from copper to 85 per cent. copper and 15 per cent. zine pitted, 
and those from 75 per cent. copper to 60 per cent. copper dezinkified. 
The actual depth of pits was from 6 to 12 times the depth of calculated 
average penetration by solution, and the depth of dezinkification, though 
not measured, was apparently as great or greater than the depth of the 
pits in the samples that were not dezinkified. Depth of either pitting 
or dezinkification actually determines the life of the alloys in the copper- 
zine series. 

The salt-spray test affords a convenient and satisfactory means for 
the study of the rates of corrosion for continuous periods of different 
lengths. It is also indicative of the true relative resistance of the 
alloys, whereas in the sea-water tests the initial rates of loss were very 
low, for instance in the case of Muntz metal, and consequently 
were misleading. 

From a practical standpoint the salt-spray and sea-water tests both 
show that the better alloys are not endangered but are rather protected by 
the presence of corrosion scale, whereas the alloys having a tendency to 
become pitted and dezinkified are progressively, and perhaps more vio- 
lently, attacked beneath the scale. 

A minimum test in salt spray of 3 months duration seems essential for 
the alloys under discussion. 

CONCLUSIONS 

Tubes of many alloys successfully withstood the 10-year attack of the 
sea water by solution, pitting, or dezinkification. In order to select or to 
predict those that would be the best, it will be necessary to rely on visual 
and microscopic examination (where the personal element is introduced) 
as well as on the loss in weight data supplied by sea-water and salt-spray 
tests on small sheet-metal specimens of similar composition. It is 
apparent that a selection of material best suited to resist salt-water corro- 
sion should avoid the tendency toward both pitting and dezinkification. 
The copper-zine series should be homogeneous alpha brass of the region 
between 70 and 85 per cent. copper. If tin can be added to these alloys, 
so as to become a part of the solid solution, no apparent harm is done. 
In fact, previous investigations as well as practical service conditions have 
tended to show that in many cases the addition of tin to alloys for use 
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with salt water was beneficial. For instance, in this experiment, the 
length of life of a Muntz (60 per cent. copper and 40 per cent. zinc) type 
of tube was increased from 2 to more than 10 years by the addition of 
tin (Tobin bronze). 

Tinning or tin-plating in a commercial manner the inner surface of the 
tubes appears to retard the corrosion of Muntz metal for a month or two 
but, in the case of 70-30 copper-zine alloys, the presence of tin on the 
surface has caused severe dezinkification and failure. Furthermore, 
tinned Admiralty tubes in harbor and sea-water service, in several 
instances brought to our attention, failed by dezinkification and deep 
pitting. Rather than tinning the condenser tubes, it would be consid- 
ered better practice to choose the alloy best fitted to withstand the 
service conditions. 

Of the other alloys, those that appear to be serviceable include the 
copper-tin mixtures of the alpha region and the cupro-nickels and copper- 
nickel-zine alloys. The bronzes (Cu-Sn) do not become pitted but dis- 
solve slightly and evenly, the losses in weight being somewhat greater 
than those of the better brasses. The bronzes and nickel alloys rank 
together in this respect, both the sheet and tube samples being in good 
condition at the end of the test. 

Of the nickel alloys, the copper-nickel-zine specimens formed a 
firmer corrosion scale, which was protective and did not easily flake off— 
that upon the cupro-nickel (Cu-Ni) came off easily, especially on drying, 
which fact apparently explains the greater loss in weight of those spec- 
imens. The nickel alloys dissolved evenly and did not become pitted 
but they appear less suitable for condenser tubes than the best of the 
brasses. They lose more in weight, cost more, and are more difficult 
to manufacture; hence are more liable to faults than the brasses of the 
70 to 80 per cent. copper region. These last considerations likewise 
apply to the bronzes (copper-tin). 

The alloys unsuitable for condenser tubes would include the brasses 
above 85 per cent. copper, those below 70 per cent. copper, manganese 
bronze, and aluminum bronzes. Pitting or dezinkification causes tubes 
of these alloys to fail rapidly. 

The brasses best fitted by composition for use with sea water resist 
corrosion to the fullest extent when finished with a 10 per cent. reduction 
following a 650° C. anneal ('9 hr. annealing period). Considering 
annealed specimens only, the brasses were at their best with a 550° to 
650° C. anneal, whereas the brasses containing tin, including the Admi- 
ralty alloy, were most resistant at the 450° C..anneal. Apparently a slight 
reduction (10 per cent.) gave the metal a more perfect surface and, con- 
sequently, slightly better corrosion resistance, than that which resulted 
from annealing. This point was noticed especially in the behavior of 
the sheet specimens during the first year; it was also found that the loss 
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was greater with the higher anneals than with those at a lower temper- 
ature. It should be noted that the annealing of Muntz metal usually 
produces a surface layer of alpha crystals, which have the practical value 
of resisting corrosion during the first month or two; after that time, 
however, the beta grains are reached and actioif progresses rapidly. 


ILLUSTRATIONS 


Attention has been called to the illustrations of the apparatus and the 
condition of the specimens. Fig. 3 shows one set of the sheet specimens 
with characteristic corrosion scale; generally speaking, the smoother the 
appearance of the specimen the better its condition. Pits and dezincified 
areas are hidden beneath mounds of scale. In Fig. 4, however, the scale 
has been removed from alternate specimens to reveal the dezincification 
of the Muntz metal and the deep wide pits in aluminum bronze. 
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Fic. 10.—CoMPARISON OF RATES OF LOSS OF CUPRO-NICKELS BY CORROSION IN 
SEA WATER; TOTAL TIME, 98 MONTHS; TOTAL AREA EXPOSED, 215.3 SQ. IN. OF EACH ALLOY, 
21 SAMPLES ANNEALED AND ROLLED OF EACH ALLOY. 


The nature of the attack upon the alloys, as revealed by the 
microscope, is shown in Figs. 5 and 6. The ragged-edged structureless 
areas reveal dezincification in common brass, and Muntz and Admiralty 
alloys. The richer copper brasses are rather deeply pitted, whereas those 
of about 80 per cent. copper, as well as the nickel alloys, and copper-tin 
bronzes, are but slightly pitted or dissolved. 

In Fig. 7, three characteristic failures of tubes are shown, aluminum 
bronze, 95 per cent. copper-5 per cent. zinc, and 70 per cent. copper- 
30 per cent. zinc having the inner surface tinned. In the upper part of 
the tube, in each case, the corrosion scale has been removed. 

Figs. 8 to 10 have been developed from the data in Table 4. All 
values are expressed as total loss of weight in grams per square inch per 
month. The apparently great losses during the fifth period were due to 
more thorough cleaning of all specimens with a blunt instrument 
to remove all loose scale. Fig. 9 shows the point of least losses for brasses, 
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and similar alloys containing some tin (marked x). It should be remem- 
bered, however, that the alloys below 72 per cent. copper or thereabouts 
_ were dezinkified. Fig. 9 should be compared with Fig. 11, which shows 
losses of similar alloys in the salt-spray test. Here, also, the point of 
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Fig. 11.—SaALtT-SPRAY CORROSION TESTS UPON COPPER-ZINC ALLOYS, TOTAL, LOSSES 
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Fia. 9. 
least loss is at 80 per cent. copper and 20 per cent. zinc. The specimens 
containing 75 per cent. copper were slightly dezinkified. ‘All results, 

+ 4. 5 : 

therefore, appear to .be,in agreement as to the superiority among the 
brasses of those in the 80 per cent. copper and 20 per cent. zine region, 
at least so far as salt-spray and salt-water tests are concerned. 


DISCUSSION 


W. B. Pricn,* Waterbury, Conn. (written discussion).—The authors 
are to be congratulated on the unique features of this investigation; viz., 
length of time of tests, the remarkable agreement of the 10-year sea-water 
tests and the accelerated salt-spray test. 

While the two phases of the investigation were the attack of the sea 
water upon the walls of the tubes and the rate of solution of weighed 
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samples in the same sea water, this investigation does not take into con- 
sideration the important effects of corrosion caused by variable speeds 
of the condenser water with its attendant lodgment of air particles. 
Another important point, which should be taken into consideration, is 
the lodgment of foreign deposits of variable nature, such as wood, coke 
and coal, cinders, slag, ete., which form concentration cells, causing 
rapid corrosion with resulting pits, generaJly known as pinhole or regional 
pitting. Such conditions are also responsible for the plug type of dezinci- 
fication. In calling attention to these facts, I do so with a realization 
that it was impossible for the authors to introduce all these variables. 

The fact that the water became clear after two or three days and 
continually passed through the tubes for several months in this condition 
makes the water in direct contrast to the circulating water encountered 
in our harbors today, which contains a great deal of dangerous foreign 
matter. The statement is often made that modern condenser tubes do 
not last as long as those manufactured some few years ago. The people 
making these statements do not take into consideration the increased 
demands upon public-service corporations, which call for different operat- 
ing conditions such as changes in temperature, pressure, and water speeds. 
Neither do they take into consideration the fact that many of our harbors 
are cesspools for adjacent city sewage and waste systems from chemical 
plants. Condenser tubes produced today by up-to-date manufacturers 
are practically mechanically and physically perfect. This condition 
has been brought about by chemical and metallurgical control, and the 
formulation of standard specifications. The increased demands made 
upon public-service corporations call for a closer codperation between 
the engineers and operating heads of these plants, and the technical 
departments of the condenser-tube manufacturers than has existed in 
the past. 

On page 770, it is stated that the hard-rolled specimens show less loss 
by corrosion than the annealed specimens. This conclusion is contrary 
to the opinion heretofore held, that an annealed tube, especially a fine- 
grained one, resisted corrosion better than one that was hard-worked. 
While the authors’ tests on the sheet-metal specimens indicate that 80 
per cent. copper-20 per cent. zinc combination shows superior resist- 
ance to corrosion, at least so far as salt-spray and salt-water tests are 
concerned, in the case of tubes this superiority does not seem to be so 
marked; for instance: Admiralty metal annealed (page 753) gives exactly 
the same life and characteristics under column “Nature of Corrosion” 
as the low-brass hard tube on page 750. Also, 70-30 brass annealed 
(page 751), shows no dezinkification and it is stated that the tubes were 
in fine condition, while the same alloy when drawn hard (page 754) is 
dezincified. This would seem to indicate that the hard-drawn surfaces 
might have been responsible for the dezincification. 
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The writer heartily concurs in the conclusions (page 772) that it is not 
advisable to tin condenser tubes. It has been our practice never to 
recommend tinned condenser tubes. These conclusions should go a long 
way toward discouraging the use of tinned tubes. The statement, on the 
same page, that the Admiralty alloy was most resistant at the 450° C. 
anneal agrees with the writer’s views regarding the superiority of a fine- 
grained Admiralty tube. 

The authors should supplement their experiments by a practical test 
in a condenser where local conditions are known to be extremely severe, 
using for such tests tubes of fine-grained admiralty metal having a grain 
size not in excess of 0.02 mm, also admiralty metal finished with a 10 
per cent. reduction following a 650° C. (14-hr. annealing period), and 
tubes of 80-20 low brass having a grain size not in excess of 0.02 mm 
and 80-20 low brass finished with a 10 per cent. reduction following a 650° 
GC. (%-hr. annealing period). Such a test should go a long way toward 
proving whether the hard-drawn and annealed 80-20 low brass is superior 
to Admiralty mixture in actual service. 

W. R. Wesster,* Bridgeport, Conn. (written discussion).—This 
paper is a welcome contribution to our knowledge of a subject whereon 
opinions are many and tenaciously held and quantitative supporting 
data few. Inasmuch as the conditions of exposure differed somewhat 
from those normally encountered in condenser practice, objection 
might be raised if too broad conclusions are drawn. On the other hand, 
they represent by far the most comprehensive data as to the relative 
resistance of copper and its various alloys to the specific corrosive action 
of sea water yet recorded. 

Some of the conclusions drawn seem scarcely justified, however. It 
is stated that 

Brasses best fitted by composition for use with sea water resist corrosion to the 
fullest extent when finished with a 10 per cent. reduction following at 650° C. anneal 
(19-hr. annealing period). Considering annealed specimens only, the brasses were 
at their best with a 500° to 650° C. anneal, whereas the brasses containing tin, includ- 
ing the Admiralty alloy, were most resistant at the 450° C. anneal. Apparently a 
slight reduction (10 per cent.) gave the metal a more perfect surface and, conse- 
quently, slightly better corrosion resistance, than that which resulted from annealing. 

In Table 5, alloy 81 per cent. copper, 18 per cent., zinc, 1 per cent. tin, 
8 numbers hard sample suffered a loss of 0.0052 gm. per sq. in. surface 
exposed. The five samples annealed at 750° C. and drawn to various 
tempers showed an average loss of 0.0054; the succeeding group annealed 
at 650° C., an average loss of 0.0051; the group annealed at 550° Cn 
an average of 0.0053 and the group at 450° C., an average loss of 0.0053; 
while the grand average for anneals and tempers was 0.0053. Using the 
8 numbers hard sample as a control, it would appear that the various 
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tempers and anneals involved were without effect. The corresponding 
figures for alloy 70-29-1 are 0.008 for the 8 numbers hard; 0.0079; 0.0071; 
0.0088; 0.0082 and 0.0080. 

The supposedly beneficial effect of tin in condenser tubes is not 
borne out. The 80-20 mixture without tin gives a total loss for the entire 
series of 0.1068, whereas the same mixture with 1 per cent. tin gives 0.1108. 
The 72-28 samples gave a total loss oe 0. 1340 as against 0.1676 for 
the 70-29-1. 

It is interesting to note that the presence of 0.5 per cent. of lead 
produced no abnormal corrosion. This is important in view of the 
customary practice of regarding tubes containing as much as 0.1 per cent. 
of this element as dangerously contaminated. 


GrorGE A. Orrox, New York, N. Y.—The tests described were made 
with water taken from the East River at 42d St., very close to the 
Waterside Station. Most of the troubles with our condenser tubes at 
Waterside, I believe, are caused by the presence in the sea water of nitrates 
and ammonia compounds, which affect brass tubes in a rather serious 
manner. Also, the heating up, during the passage through the condenser, 
of this water with its gaseous chemical compounds has a great deal to do 
with the corrosive action. This part of the action was practically elimi- 
nated in the tests described because the water was circulated over and 
over again, and after a very short time what I call the active part of the 
sewage in the water was dissipated in the air. 


A. E. Wurre,* Ann Arbor, Mich.—We run across some curious 
instances in studying condenser-tube failures. For instance, the 
aluminum-bronze shown here has an excellent life but in one plant the 
life of aluminum-bronze tubes has been exceedingly disappointing. In 
some plants, monel-metal tubes have a greater life than the Admiralty 
tubes. Yet an Admiralty condenser tube, at least for sea water, is 
superior to an ordinary monel-metal condenser tube. The chart on page 
768 might cause us to believe that the 72-28 brass would give as good 
results as an Admiralty tube, yet operating engineers prefer an Admi- 
ralty tube for sea water. 

The life of condenser tubes, within the past few years, has been 
greatly increased. We must look at the situation from a two-fold view- 
point: (1) What effect has the method of operating a condenser on its 
tube life? (2) will it be possible for us to get a master alloy that will 
give us a life of 15 to 25 years? 

Our experiments with non-ferrous alloys, in increasing the life of 
different brasses and bronzes, indicate that one type may be superior 
to another, but they are only differences in degree. They do not solve 
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the problem, and we should direct some of our research work toward 
finding a master alloy that will give us increased life over that now 
obtainable from any of the alloys used for condenser-tube manufacture. 

Probably some of the conditions in condenser operation that we ought 
to know about are the nature of the packing, the temperature of the 
water at both the inlet and the outlet end of the condenser tube (because 
one tube may be operating under such conditions that its temperature 
is much higher than it is in other tubes), the character, velocity, and the 
quantity of the water, the velocity and quantity of the steam, the distance 
between supports, and especially the manner in which the water enters 
the condenser. It is common condenser experience that most tubes fail 
a given distance from the head end of the condenser; therefore, not only 
must our investigations be carried on with regard to our present alloys 
but also with regard to the condenser operation. 


D. K. Crampton,* Waterbury, Conn. (written discussion).—This 
paper shows the result of a long and very instructive investigation on a 
subject that heretofore has not received even a small part of the atten- 
tion it deserves. The results of this work should go a long way toward 
showing what factors are of importance in salt-water corrosion. Users of 
condenser tubes, in particular, should derive much benefit by a careful 
study of this paper. In particular, the findings in the matter of grain size, 
temper, tin and lead content, and tin coating admit of direct practical 
application.’ In the past, specifications for condenser tubes have been 
drawn up on a purely empirical basis and without regard to the real needs 
of the occasion. Such work as this should tend to bring about a much 
needed change in this field. 

In spite of the general excellence and usefulness of the paper, it 
seems desirable to call attention to a few apparent shortcomings. 

In Table 1 are given the analyses of a few lots of water used in the 
experiment. There is considerable difference in the analyses of the 
different lots of water and the analyses of new and old water of any one 
lot are not quoted. It is, therefore, impossible to tell, at least from the 
published figures, what the effect of six months’ test had on the analysis 
of the water itself. The question naturally arises as to the effect of the 
differences in analysis on the corrosion during any one period. It is 
quite possible that the complete data would throw some light on the 
variations in rate of attack during the different periods. 

The sheet specimens used were scoured every two months with 
a stiff bristle brush during the first year to remove all loose seale and salts 
formed by corrosion. Thereafter this same treatment was applied every 
six months for the duration of the test. In addition, at the end of 16 
months, the specimens were somewhat more drastically cleaned with 
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the aid of a blunt instrument. Quite possibly this periodic cleaning 
may have had a marked effect on the corrosion in the subsequent periods 
and a greater effect on certain alloys than others. In this event, the total 
relative corrosions for the whole period might well not correspond with 
what would be obtained if the specimens had not been cleaned. 

It is stated that brasses containing less than 75 per cent. copper, 
including Admiralty, usually show dezincification rather than pitting. 
While in general this is true, brasses as low as 64 per cent. in copper often 
pit rather than dezincify and, in the case of Admiralty metal, pitting is 
by far the most prevalent type of attack. 

In Fig. 11, giving the results of salt-spray corrosion tests upon various 
copper-content brasses, for all periods up to and including 28 weeks the 
minimum corrosion is experienced with approximately 75 per cent. copper. 
With a 52-week exposure, however, the minimum point shifts to approxi- 
mately 80 per cent. copper. The question naturally arises as to whether, 
in a longer period—say, two or more years—this minimum point would 
remain at 80, swing back toward 75, or possibly approach even nearer the 
pure copper end. 

In Table 4, under the first 8 columns there are listed the losses in 
weight in grams per square inch per month of the various sheet alloys for 
different periods of the test. The first three columns are averages of 2 
months’ exposure, the fourth of 4 months’, the fifth of 6 months’, the sixth 
and seventh of 23 months’ each, and the eighth column of 36 months’. 
In the ninth column is given a total figure which is the summation of the 
individual rates listed in the first eight columns. This so-called total 
figure is not the actual total loss in grams per square inch but is simply an 
unweighted summation of the rates of attack during unequal periods and 
has no real physical significance. The figures listed in column 9 have, 
however, been used in plotting Fig. 8, 9, and 10, so that these figures in 
turn are incorrect. If the figures for the losses per month were multi- 
plied by the number of months and these products added up for the eight 
periods, the totals obtained would be the same as the totals listed in 
Table 5 for the same alloys. As an example, alloy A in Table 4 should 
contain in the last or total column the figure 0.2495 rather than 0.03309. 
If these totals should be divided by 21 (the number of samples) the results 
for each alloy would be the average loss in grams per square inch of 
surface for the entire 98-month period. These corrected figures have 
been plotted in the accompanying diagram, Fig. 12, which should be 
compared with the top curve in Fig. 9 in the original paper. In general, 
the curve thus obtained shows the same characteristics as those in Fig. 9, 
and the same conclusions would be reached; v7z., that the maximum 
resistance to corrosion is obtained at approximately 80 per cent. copper. 
As will be shown, however, it is by no means sure that figures for rate of 
wall penetration would lead to the same conclusions. 
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In the third paragraph of the description of the accelerated corrosion 
by salt spray, on page 771, itis stated “The actual depth of pits was from six 
to twelve times the depth of calculated average penetration by solution, 
and the depth of dezincification, though not measured, was apparently 
as great or greater than the depth of pits in the samples that were not 
dezincified. Depth of either pitting or dezincification actually deter- 
mines the life of alloys in the copper-zine series.”’ This statement would 
hardly be questioned by any one conversant with the corrosion of copper 
alloys. In spite of this, however, the authors have neglected entirely 
to measure, or at least to report, measurements of depth of pitting and 
dezincification and have based their entire conclusions on loss of weight 
figures. This is illogical and detracts considerably from the value of the 
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experiment. The same remarks hold true in the case of the tubes and 
sheet metal used in the 10-year salt-water immersion test. 

As no figures whatever were presented covering depth of attack either 
by pitting or dezincification on the sheet samples, there is no way of 
telling whether such measurements would or would not corroborate the 
findings based on loss of weight. In the case of the tubes themselves, 
reported in Table 2, however, there are some interesting facts disclosed 
indicating that the depth of penetration by pitting or dezincification 
leads to quite different conclusions than are drawn from loss of weight 
measurements. In Table 7, are given figures on rate of penetration as 
computed from data given in Table 2. The figures are accurate only in 


so far as the remarks under ‘“‘ Nature . Corrosion” in Table 2 give actual 
accurate measurements. 
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Table 7 shows many interesting and instructive points not brought 
out by the loss of weight figures. First, six alloys show less than 0.001- 
in. penetration per year; these are classed as excellent and include Tobin 
bronze, Admiralty, 15 per cent. cupro-nickel, 15 per cent. nickel-silver, and 
leaded high brass, in addition to low brass, which loss of weight experi- 
ments indicates as the best. Fourteen others’show rates of penetration 
of from 0.001 to 0.005 in. per year and are classed as fair. Eleven groups 
show from 0.005 to 0.050 in. penetration per year and are classed as 
poor. Some or all of the tubes of each alloy of this latter class actually 
corroded clear through the tube wall in the 10-year period, and often in 
much shorter times. 


TaBLe 7.—Depth of Penetration of Pitting or Dezincification 
(Compare with Table 2 of original paper) 


Rating Alloy meres tion an at Class 
EPL Obi PLONZE fcc... was «ayers sos 106-110 | 0.0003 | Excellent 
Deen Owa Cassar fe oc o.c,5 sto oops sence 21— 25 0.0005 | Excellent 
See PTOI ALG Vai ere) oe tes cars 2 gs Se ccne SG 3 96-100 | 0.0005 Excellent 
4 | Cupro-nickel (15 per cent)......... 126-130 | 0.0005 Excellent 
Da MNICKel silver sem iiae neces cose - 131-135 0.0005 Excellent 
Gumplieadedahightbrasssa.ecs: a-2-c.. +. 76—- 80 | less than 0.0010 | Excellent 
7 | Copper.. a Leap beens oak I- 5 0.0013 Fair 
8 Commercial Power 5 enn ROR 11— 15 0.0015 Fair 
OME DIONnGle Fanta ee leet sees 3] 81-85 0.0015 | Fair 

NOM PESROnZeue sey rrelan acl ok sant! YO1— 95 0.0016 Fair 
ili - || TBR os 5 CBSE e oe ee ae eee 26— 30 | 0.0018 Fair 
mt CHDEO-MICKCl Conta: sos sun.. as =|. 121-125 0.0020 Fair 
LSM CUpEO-niCKele sere cts fee 4-1 4 Lo6—-140 | 0.0020 Fair 
(APE lainnedhorasceer aaeasas ee woo. al a0— 40 | 0.0025 | Fair 
I MEDS TASS WRI eee me. crs cuales oa -ene.2 as 51— 55 0.0025 Fair 
Gee eAlumMAnUME bronZeeey a. see. nas: 111-115 | 0.0025 Fair 
dee lanned, brads). 2.2.4 ++ ee+-22-.|° 41-.45 0.0027 | Fair 
(SME LOnZe meee oe eno} 116-120 «| 0.0033 Fair 
TQ: IBIAS ove atone Say cae eg eae ae 56— 60 0.0040 | Fair 
PAY) || iNiuhaariayibon, reo. Jo on ee oo eee 141-145 0.0049 Fair 
STE | ABBE ES 8 ia dice, Exch eno, Stele ae Rec ce eae 46— 50 0.017 Poor 
TH | ROM Ony lONeR ong bo on ese oa oamer 16— 20 0.017 Poor 
sam Col hat OUR Meet Sl ee oes feb Cala Ny 6- 10 0.020 | Poor 
Bal. || ANvaaninorenan foRopwAas s 04 aos bode doo s 146-150 0.022 Poor 
DSS | WEIRSOVASS oven disci G Oe CLORRER RS ERC 88— 90 0.022 | Poor 
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ray | Abinaneol WMOUONA, ne oa ao boo Boe DEO OE 66— 70 0.029 | Poor 
fo) Sim MW LULL: Zee ey ae ay eat <a AEM Sura <nsvceyce 71— 75 0.045 | Poor 
29 | Muntz PPE ee ec (OL=* 65, 0.045 Poor 
YO) | INGE ban ae eho ae eaten eee eae 31-— 35 0.045 Poor 
31 | Manganese bronze........-....--.| 101-105 0.045 Poor 
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Particular attention is called to the four groups of muntz-metal tubes 
showing 0.029 to 0.045 in. penetration per year. Based on such figures, 
the rate of attack to muntz metal is on the order of 100 times as great as 
that of the alloys of class 1 instead of twice as great, as the loss of weight 
figures would indicate. It should also be noted that the high brass con- 
taining lead compares very favorably with low brass, Admiralty, and the 
other class 1 alloys. The paper states that lead apparently has no 
appreciable effect on the rate or manner of corrosion by sea water; the 
depth of pitting measurements, however, would indicate that this amount 
of lead has a very beneficial effect on high brass. Attention is also called 
to the fact that both gilding metal and rich low brass (95-5 and 85-15 
copper-zine alloys) make a much poorer showing on a basis of penetration 
measurements than loss of weight measurements. Finally, 15 per cent. 
cupro-nickel appears to be decidedly better than either a 10 or 25 per 
cent. ¢upro-nickel, judged on the basis of depth or penetration of attack. 

It is quite possible that the authors have more complete data on 
depth of penetration by pitting or dezincification than they published. 
If so, a supplement to the paper giving such data would be of extreme 
value. Certainly, in the case of condenser tubes, pipelines, ete. this is 
an all-important factor, whereas loss of weight over the general area is of 
relatively little importance. 


WiutiaM H. Basser (author’s reply to discussion).—In carrying out 
this work in the laboratory, it was impossible to have a continuous flow 
of fresh sea water and the cleaning of the sea water by aeration was a 
very interesting phenomenon. This, of course, oxidized organic matter 
but considerable ammonia remained in all of the samples of water when 
thrown out for replacement. When we began we hoped to use an ele- 
vated temperature, though perhaps not steam temperatures, but on 
account of the steam from the sea water, and also its action on wooden 
headers, we had to content ourselves with room temperatures. If we 
could have carried on the test under actual operating conditions, it 
would have been more satisfactory. The test was under way and 
although we could not operate quite as intended we hoped it would show 
something of the relative values of these alloys, that it would give an 
indication of their relative value for condenser purposes, and thus give 
us some idea of which alloys to recommend for test under future 
operating conditions. 

We fear that Mr. Crampton has misunderstood several matters. 
It is quite evident that the periodic cleaning of the specimens may have 
had some influence on the rate of corrosion, but it was necessary to clean 
the samples in order to weigh them and thus measure the progress of 
corrosion. The authors realized that such cleaning would probably 
influence the rate of corrosion and took care to remove only loose scale 
or powdery material; we endeavored, however, to state fully all condi- 
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tions. Nothing has been gained in the attempt to correct our tables and 
figures. If the total loss in weight were desired, reference should have 
been made to Table 5, instead of trying to figure back from the rate of 
corrosion given in Table 4. 

The failure of tubes by corrosion may be the result of uniform solu- 
tion, either regular or irregular (pitting), or the selective solution of one 
or more constituents (in this case dezinkification). Irregular solution 
or pitting may result from a number of.conditions. The cause of the 
irregularity is frequently obscure and we are not ready to attempt 
judgment of the resistance of metal to corrosion by the depth of the 
deepest pit. 

Apparently the presence of lead in brass, at least in small amounts, 
2. @., approximately 0.5 per cent., does not greatly affect the rate 
of corrosion. 

In the present investigation results are somewhat contradictory. 
In case of the tubes that Mr. Crampton picked out to substantiate his 
point of view, the leaded metal seems to have been acted upon somewhat 
more uniformly than that which did not contain lead. In the plate 
samples (Table 5) the leaded metal lost 0.1858 gm. by solution, while 
brass of the same composition but without lead lost 0.1583 gm.; a differ- 
ence of approximately 17 per cent. in favor of the brass without lead. 
This is the only really quantitative result showing the relative corrosion 
of brass, with and without lead, that was obtained in this investigation. 
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Coatings Formed on Corroded Metals and Alloys * 


By Grorcr M. Enos,{ Met. E., Cincinnati, OnI0, AND Ropert J. ANDERSON, ft 
Mer. E., Boston Mass. 


(Milwaukee Meeting, § October, 1924) 


AN IMPORTANT factor affecting the rate and nature of corrosion of 
metals and alloys is the film, or coating, formed on the surface; and this 
may accelerate or retard corrosive action once started. The formation of 
films and coatings is intimately associated with the chemical composition 
and physical constitution of both the metal and the corroding medium. 
A film or coating may be either the corrosion product resulting from 
oxidation; that is, an oxide or salt, or a deposition of suspended matter 
from the corroding media upon the surface of the metal, or a mixture of 
both. The coating may adhere tightly or loosely to the surface of the 
corroded metal. In short, a film or coating is the reaction product of the 
corroding medium and the metal, which adheres to the surface of the metal 
and with which may be intermingled material from the attacking media 
not concerned in the chemical reactions. 

As the terms film and coating are used by different writers for 
very different things, distinction is made between the two, by the present 
writers, on the basis of thickness. Thus, a film is defined as a corrosion 
product or deposition, on the surface of a corroded metal, that is of such 
thickness that it cannot be measured by the metallurgical microscope. 
A coating, on the other hand, is of such thickness that it can be measured. 
If the resolving power of the 2-mm. (equivalent focal length) apochro- 
matic oil immersion objective (N.A. 1.4) is taken as the limit of the 

microscope, the limiting resolution is two lines that are 0.0002 to 0.0004 
mm. apart. It is thus possible to measure coatings that are greater 
than 0.0002 to 0.0004 mm. thick. This thickness is equivalent to 50,000- 
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j Instructor in Metallurgy, University of Cincinnati. 

t Consulting Metallurgical Engineer. 

§ Fall meeting Institute of Metals Division. 


| 


GEORGE M. ENOS AND ROBERT J. ANDERSON 785 


150,000 atom diameters or 0.2—-0.4uu, and a film may be regarded as being 
of the order of say 0.3uu thick, or less. A film may be gaseous, whereas 
a coating will necessarily be a liquid or solid. 

In recent investigations on the corrosion of metals and alloys in acid 
mine waters,! microscopic examination was made of the nature and 
characteristics of the coatings formed in order to determine what kinds of 
coatings inhibit and what accelerate corrosion. 


NATURE OF COATINGS 


It is known that the coating formed is an important variable in deter- 
mining the rate. As indicated, coatings are formed from interaction 
of the corroding medium and the metal, or from deposition from the 
medium of material in solution or suspension, or from both in particular 
cases. Thus, a coating formed in atmospheric corrosion might consist 
of metallic oxides and hydroxides, mixed with soot, dust, etc. The 
chemical composition of the coating depends on the composition of the 
metal and of the corroding medium, while the physical structure of the 
coating depends, in part at least, on the physical condition of the metal 
surface. Thus, a coating may be loose and flocculent, or it may be hard 
and compact and adhere tightly to the corroded surface. The structure 
of the coating is important because flocculent or honeycomb structures 
will not retard corrosion as well as a compact structure. 

While it is not proposed to deal at any length with films, it may be 
said that these may appear as faint tarnishes, causing dulling of a bright 
metal surface. The thin film of aluminum oxide formed on aluminum 
and its light alloys on exposure to the air and the bright temper colors 
formed on steel by oxidation may be cited. 

Rust (hydrated ferric oxide) on iron and steel accelerates corrosion; 
Friend? has developed the auto-colloidal catalytic theory of corrosion 
which explains this accelerating effect; he has also shown that rust is 
colloidal in nature. 

Wood? has discussed the nature of the colloids formed in the rusting 
of iron and has noted that it is the nature of the coating, particularly the 

1W. A. Selvig and G. M. Enos: Corrosion Tests on Metals and Alloys in Acid 
Mine Waters from Coal Mines. Bull. 4, Coal-mining Investigations Series, Carnegie 
Institute of Technology, Pittsburgh (1922). 

R. J. Anderson and G. M. Enos: Microstructural Aspects of Metals and Alloys 
Corroded by Acid Mine Water. Bull. 5, Coal-mining Investigation Series, Carnegie 
Institute of Technology, Pittsburgh (1923). 

R. J. Anderson, G. M. Enos, and J. R. Adams: Accelerated Corrosion Testing 
of Metals and Alloys in Acid Mine Water. Bull. 6, Coal-mining Investigations, 
Carnegie Institute of Technology, Pittsburgh (1923). 

2 J. N. Friend: A New Theory of the Corrosion of Iron, Trans. Am. Electrochem. 


Soc. (1921) 40, 63. 
3 J. K. Wood: Catalytic Action of Colloids in Corrosion. Chem. & Met. Eng., 


(1923) 29, 188. 
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flocculent state of the rust formed, that accelerates corrosion. He also 
notes that the rate of flow influences the corrosion rate, because at low 
velocities the oxygen concentration is increased and corrosion is increased, 
as explained by Friend. At the higher velocities, the catalytic hydrosols 
are washed away because the coating adheres so loosely, hence the corro- 
sion rate is decreased. 

The nature of the coatings formed, whether accelerating, retarding, 
or neutral to the corrosion rate, is worthy of much attention. Evans‘ has 
discussed the factors that govern the formation of protective coatings, and 
states that in cases where metals with basic oxides are rendered active 
by acids and passive by alkalies, while those with acidic oxides tend to 
become passive in acids and active in alkalies, the invisible protective 
layer is in the nature of an oxide film, but this film is probably of atomic 
dimensions only. While his discussion applies largely to films (as 
defined by the writers), the same principles should govern the formation 
of thicker layers, which will accelerate or retard the corrosion rate. 

It is not the purpose of this paper to discuss the function of colloids 
in the formation of coatings. The importance of colloids and their 
effect on coating formation has been stressed by Bengough and Stuart. 
The writers have observed instances of coatings that acted as accel- 
erators and of some that acted as inhibitors of corrosion in the case of 
metals and alloys corroded in acid mine waters. Ina recent work on the 
electrolytic corrosion of Admiralty metal (70:29:1 copper-zinc-tin) in 
various electrolytes, the writers® have examined the nature of the coatings 
formed on brass of different grain size and have found that grain size has 
no effect on coating formation. 


EXPERIMENTS ON CoATING FORMATION 


In order to study the effect of the surface condition of alloys on 
coating formation, corrosion tests were made on a selected group of 
non-ferrous alloys in acid mine water. Duplicate test samples of various 
compositions, with one set of a given composition in the as-cast or as- 
rolled condition and the other set of corresponding composition machined 
or polished, were immersed in flowing acid mine water, as in previous 
tests by W. A. Selvig and one of the writers.’ Eight alloys were selected 
for test, and included materials known to form thick coatings on the basis 
of previous work. The materials chosen for test are non-ferrous, hence 


4U. R. Evans: Passivity and Overpotential. Trans. Faraday Soe. (1922) 18, the 

5G. D. Bengough and J. M. Stuart: The Nature of Corrosive Action, and the 
Function of Colloids in Corrosion, with an appendix of terms used in colloid chemistry. 
Sixth Report to the Corrosion Recearch Committee of the Institute of Metals. Jn. 
Inst. of Metals (1922) 28, 31. 

°R. J. Anderson and G, M. Enos: Corrosion of Brass as Affected by Grain Size. 
Trans. (1924) 70, 391. 

7W. A. Selvig and G. M. Enos: Op. cit. 
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the present report does not deal with mill scale, rust, or other factors 
frequently associated with the corrosion of iron. The results are not 
directly comparable with corrosion results on iron and steel. The 
“as-cast”? and ‘‘as-rolled”? samples were placed in the water in the 
form they were received from the manufacturer. Duplicates of the 
as-cast pieces were surfaced by machining, so as to remove the skin. 
These machined or surfaced pieces were 2 by 6 in. by 14 in. thick. Only 
one rolled material was included (monel-‘metal) ; this was surfaced, so as to 


TaBLE 1.—Composition and Loss in Weight of Samples, As Cast and 
Machined, Exposed to Acid Mine Water 


| | 
és : Weight, 4 meg 
e3 | 3 E Grams eB gem 
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owe Pl g ra uy pa 
SG a x ne o® 9 aon 
Ho n 3 -5 ae| rete = tn § 
ss e | 82 | $8) 58 | 28) 2 | oye 
oie Ae eo ee ae soe 
Cast leaded cupro-nickel....... Cu 53.57 i oxen |186.66/582.98/532.49/50.49) 3.70 
Sn 0.56 
Ni 25.30 73 1 |206.79/739.86)688.14/51.72) 3.42 
Fe 0.61 | 
PHP e19258. 
Cast ehromium-iron-cupro-| Cu 42.24 | X 4 |181.75|517.73/453.85/63.88| 4.81 
MUCK elles cisteta siesta wrens os Cr 11.89 
| Ni; 35.00 73 4 |203.95|630.35/561.38/68.97| 4.63 
Si 1.50 | 
Fe 9.35 
Rolled monel metal........... Nien Ope. L X 40 |164.07|114.57| 88.38/26.19| 3.54 
Cu 30.52 45 
Fe 4.2 41 /|158.85)107.98) 83.56/24.42| 3.41 
Cast lead-zine bronze.......... Cu 86.34 X 73 |172.22|342.64/319.73}22.91| 1.82 
Pb 0.83 73 
Sno 11.24 74 |181.82/411.94/387.34/24.60) 1.84 
Zn 1.60 
Cast aluminium bronze........ Cue 9529 ul X 76 |162.91)250.83)227.41/23.42) 1.96 
Al 6.1 73 
76 |175.10/342.98/326.25|16.73} 1.30 
ast DTONZE aeaciecie cose see Cu 89.8 |* X 79 |168.40)318.88 294 .58)24.30} 1.97 
Sn Blav6 73 
Pb Onsi| 80 |181.04/410.75/389.66|21.09| 1.59 
Castilead bronze... 2.-.0.5-.5-.. Cu 8725 X 82 |174.53/379.83/358.27/21.56| 1.69 
Sn 10.6 73 | | 
Fe a°6 83 |180.01/440.56/415.38}25.18} 1.90 
Castileadibronzecceie.- ie. = Cu 74.9 X 85 |178.27/418.43/391.17|27.26) 2.09 
Sn 10.5 73 
Pb 14.3 86 |202.59/674.79|648.05/26.74| 1.81 


See — 
« Numbers with prefix X denote machined or polished samples; numbers without prefix are as-cast 
or as-rolled samples. 
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remove the rolled skin, by rubbing with emery paper followed by buffing, 
instead of being machined. The rolled material was 2 by 6 in. by No. 16 
gage (B. &§.). 

The samples were placed in test racks and immersed in flowing 
mine water at the Edna No. 2 mine of the Hillman Coal & Coke Co., at 
Wendel, Westmoreland County, Pa. The average free acidity of the 


Fig. 1.—Samprue X 1. Fig. 2.—Samp.e 1. 


Ite. 3.—Sampiy X 4. Fie. 4.—Samprp 4, 
Microsrrucrurn or COATINGS; ALL TAKEN ON SURFACES OF CORRODED SAMPLES. 


water was 2080 p.p.m. (sulfuric acid) and the average total acidity 
was 9570 p.p.m. (sulfurie acid plus sulfates of iron and aluminium), 
The flow of the water was regulated to 1.8 in. per min. Inspections 
of the samples and analyses of the water were made at frequent intervals. 
All of the samples except the monel metal were immersed for 73 days. 

Table 1 is a summary giving the corrosion losses of the various alloys 
tested, including the test-piece numbers, designation, chemical com- 
position, time of exposure, total loss in weight, and_ logs in weight 
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Fig. 5.—Sampie X 40. Fic. 6.—SAMPLE 41. 


Frq. 9.—SamMPLe X 76. Fic. 10.—SAMPLE 76. 
MICROSTRUCTURES OF COATINGS; ALL TAKEN ON SURFACES OF CORRODED SAMPLES, 
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Fic. 15.—Sampue X 85. Fic. 16.—SAmMPLeE 86 
MICROSTRUCTURE OF COATINGS; ALL TAKEN ON SURFACES OF CORRODED SAMPLES, 
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expressed in milligrams per square centimeter per 24 hr. Table 2 
gives the appearance of the coatings formed on the samples after slow 
drying (24 hr. at 105° C.), when examined under a binocular micro- 
scope at low magnifications and also the observations on the hardness 
of the coatings. The structures of the coatings are shown in Figs. 1 to 
16; these photomicrographs were all made with oblique illumination at a 
magnification of 25 diameters. 

TaBLE 2.—Nature of Coatings Formed on Samples Exposed to Acid Mine 

Water, as Shown by Visual Examination and Examination with 
Binocular Microscope at Low Magnifications 


Test Piece Number | Description of Coating 


ol Soft coating, thick, gray color; honeycomb appearance. 
1 Surface irregularly pitted; pit walls had honeycomb appearance. 
X 4 Black-gray, needlelike, crystalline coating; thick and soft. 
4 Same. 
X 40 Black, flaky coating, adhering tightly; uniform pitting of surface. 
40 | Same, but coating did not adhere so tightly. 
X 73 Green-gray, irridescent coating; hard and brittle; machine marks 


| showed. Under the coating, corroded surface was grooved 
corresponding to machined surface. 


74 Gray, hard, brittle coating. 
X 76 | Thin, brown coating; machine marks visible beneath. 
76 Thin gray-green coating; very slight visible action. 
X 79 Smooth, gray coating, containing cracks; material soft and granular. 
80 Gray coating, soft and granular; original structure, pits, etc. left 
as cast. 
X 82 Gray coating; machine marks showed; cracks in coating; material 
soft and granular. 
83 Soft, loose, gray coating, appearing as cast. 
X 85 Hard, thin, gray coating; machine marks showed. 


86 Hard, thin, gray coating, appearing as cast. 


In the previous long-time immersion tests,* in the course of the 
examinations made at mines during the duration of the tests, the loosely 
adhering coatings were removed from the test pieces by rubbing with the 
hand in water; that is, the pieces were cleaned as well as possible each 
time an examination was made, without using chemicals or extensive 
mechanical abrasion. In the present tests, the coatings were not dis- 
turbed during the exposure period. After microscopic examination had 
been made, the samples were soaked in distilled water for a few minutes 
and then cleaned in water with a fiber brush. They were then dried and 
weighed and the loss in weight determined. ‘The same kinds of coatings 


8 W. A. Selvig and G. M. Enos: Op. cit. 


792 COATINGS FORMED ON CORRODED METALS AND ALLOYS 


are formed in the alloys when run in the accelerated electrolytic corrosion 
test using acid mine water as the electrolyte.° 

In Table 1, in only one instance (cast aluminium bronze, X 76, 76) is 
there wide divergence between the loss for the as-cast and the machined 
samples. The loss data as recorded for the separate alloys check as 
well as did the loss data for the machined samples in the previous long- 
time immersion tests. The divergence in the case of the aluminium 
bronze is not large enough to suggest that the machining was responsible 
for the higher loss of test. piece No. X 76 over No. 76. It appears, there- 
fore, that the condition of the surface prior to immersion, whether 
machined or as cast, is not an important factor as regards relative corro- 
sion, at least in mine water. 

SUMMARY 


1. Coatings and films formed as corrosion products on metals and 
alloys have been defined, examined, and discussed. 

2. The condition of the surface of the alloys examined, whether 
as cast or machined, apparently has little effect on the corrosion rate 
in mine water. 


DISCUSSION 


GerorcGeE K. Exuiorr, Cincinnati, Ohio.—The second paragraph of the 
summary ‘‘that the condition of the surface of the alloys examined, 
whether as-cast or machined, apparently has little effect on the corrosion 
rate in mine water,” does not seem to hold good in other corroding media 
with which I am acquainted. Bronze with a roughly machined surface 
tested in distilled water will show considerable corrosion, while bronze 
with a finely polished surface will show no corrosion. There are many 
other examples where the surface has considerable influence on the 
amount of corrosion. It is interesting to know that the condition of the 


surface seems to have no effect on the corrosion rate in the case of 
mine water. 


M. I. Sayre, Schenectady, N. Y.—In the case of aluminum, we have 
found that, in tests in salt spray, the difference between the corrosion 
of the cast surface and the machined surface is so little as to be negligible 
in comparison with the differences in rate for the various aluminum alloys 
themselves. This may be partly due to the facility with which an oxide 
layer forms on the machined aluminum surfaces. I have not had as 
much experience with some of the other alloys. If the test ran long 
enough, even with these, we might find. that the corrosion would get 
underneath the surface skin, and once that happened there would 


probably be almost no difference in the rate between the cast and the 
machined surfaces. 


*R. J. Anderson, G. M. Enos and J. R. Adams: Op. cit. 
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SamMuEL Daniexs, Dayton, Ohio.—In regard to aluminum alloys, we 
have found that the surface as cast stood up better than the machined 
surface. Much depends sometimes on the way in which the test is con- 
ducted; for instance, whether the material is put in the salt spray, in 
distilled water, or in tap water or whether it js alternately immersed. 


Grorcr K. Exxiiorr.—In the case of some so-called stainless steels, 
it has been found that a highly buffed finish will corrode more readily 
than a finely ground finish. The supposition is that in this case a rather 
unstable equilibrium has been set up in the highly buffed surface which 
can be relieved by some form of ageing or mild annealing; in fact, after 
such treatment of the buffed pieces the difference did not exist. 


D.- Bascu, Schenectady N. Y.—The statement that the polished 
surfaces stood up worse than the as-cast raises the question as to the 
kind of machined surface. If the surface showed scores, scratches, 
etc., there is no question that the machined surface would be worse than 
the as-cast. 

With regard to stainless steel, a great deal depends on how the finish 
of the surface of the steel was obtained. If the surface was buffed in 
such a way that the individual particles on the surface were peened over, 
the full stainless characteristics of stainless steel are not obtained. If, 
on the other hand, great care is taken not to stress the surface particles 
in the polishing the resisting properties of the stainless steel will be 
fully realized. 

SamuEL Daniets.—The machined surfaces I mentioned were such as 
would ordinarily come from the machine shop and were not highly 
polished sections. 
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Experiments on the Heat Treatment of Alpha-Beta Brass 


By O. W. Ets, M.Sc., anp D. A. Scuemnitz, M.A.Sc., Toronto, Onv. 
(Milwaukee Meeting,t October, 1924) 


CrrTarn alloys! that, as a result of quenching, are retained in the form 
of homogeneous solid solution are known to increase in hardness and 
strength on standing at room temperature or on heating at slightly elevated 
temperatures. Other alloys? that, on rapid cooling, are held in the form 
of homogeneous solid solution, as, for example, certain steels, behave in 
like manner on heating to somewhat higher temperatures. The observed 
increase in the hardness and strength of these alloys, referred to as “‘aging”’ 
or as ‘‘secondary hardness,” is widely accepted as being occasioned, 
either in whole or in part, by the precipitation in submicroscopic form of 
such constituents as were held in supersaturated solid solution as a 
result of cooling in excess of a certain critical rate. 

In earlier discussions of the cause of age hardening or secondary 
hardness, the question of the hardness of the precipitated particles does 
not appear to have been raised. At present, however, the general 
opinion appears to be that age hardening and secondary hardness are 
occasioned by the precipitation of hard particles within the super- 
saturated solid substance.’ 

The authors may be wrong in their belief that the last is a prevailing 
opinion. Nevertheless, it is thought that the following experiments, 


* Communication from Department of Metallurgical Engineering of the University 
of Toronto. 

+ Fall meeting Institute of Metals Division. 

1Wilm, Metallurgie (1911), 225; Jeffries, Jnl. Inst. of Metals (1919) 22, 239; 
Merica, Waltenberg, and Scott, Trans. (1920) 64, 41; Fraenkel and Send, Ztschr. ii 
Metall. (1920) 12, 225; Rosenhain, Archbutt, and Hanson, Inst. Mech. Eng., Eleventh 
Report to the Alloys Research Committee (1921), ete. 

Scott, Trans. Am. Soc. Steel Treat. (June, 1921), 511; Bain, Trans. Am. Soc. Steel 
Treat. (Jan., 1924), 89. 

‘See, for example, the remarks of Jeffries and Archer, Trans, Am. Soc. Steel Treat. 
(1923) 4, 283: “It is postulated that the increase in hardness of freshly quenched 
martensite on standing at room temperature or after mild tempering is due to the 
precipitation of cementite, the hard cementite particles ‘keying’ the shp planes 
of ferrite grains.” This statement, of course, cannot be taken as representing 
the sentiment of these authors in respect of all types of “aging” and of “secon- 
dary hardness.” [Italics are the authors’.] 
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which were carried out mainly with the view of determining whether the 
precipitation of soft particles within a supersaturated solid solution would 
not enhance its hardness, should be of interest. 


EXFFEcT OF REHEATING QUENCHED ALPHA-BETA BRASS ON Its 
MIcROsTRUCTURE | 


The question whether the reheating of true alpha-beta brasses! 
quenched from such temperatures and at such rates as to obtain homoge- 
neous beta solid solution would result in mechanical improvement was 
taken up by one of the authors in 1918-19. The results of preliminary 
experiments did not encourage him to proceed with the investigation, it 
being noted that a structural arrangement likely to cause mechanical 
weakness was always obtained. This structural arrangement is shown 
in Figs. 1 and 2, which are photomicrographs of sections of two brasses 
which, prior to reheating at 400° C. for 40 hr., were in the form of 
homogeneous beta crystals. In both sections, it will be noted, excess 
alpha has been deposited, not only within the crystals, but at the crystal 
boundaries. Stead and Stedman® have clearly shown that this struc- 
tural arrangement conduces to mechanical weakness. This structural 
arrangement, it should be noted, was found in these alloys subsequent 
to annealing at 400° C. for periods of less than 1 hr. (see Table 8). 

The deleterious effect on tensile strength that might have been 
expected to result from the production of such a structural arrangement 
as is shown in Figs. 1 and 2 has been fully confirmed by the tensile tests 
made in connection with the experiments herein described. The results of 
these tensile tests, Tables 2, 4, and 6, prove that, while the mechanical 
condition of the alpha-beta alloys may, under certain circumstances, be 
improved by heat treatment and even by quenching, the effects of such 
treatments as comprise quenching and reheating to temperatures below 
thea + B—-8 transformation temperature are little short of disastrous. 

But the tests herein recorded were not made to confirm the opinion 
that the reheating of quenched alpha-beta brass would be of no 
commercial value. They were made primarily because it was recognized 
that alpha-beta brass was an alloy that could be obtained in the form of 
a supersaturated solid solution wherein could be deposited, as a result of 
reheating, particles (alpha) actually softer than the solid solution (beta) 


in which they were generated. 
AtLoys USED IN THE EXPERIMENTS 


There were used in the experiments two alloys of the following 
compositions: 


4 Brasses that contain both the alpha and beta constituents after reheating to 400° 
C. subsequent to quenching with the view of obtaining homogeneous data. 
5 Jnl. Inst. of Metals., (1914) 11, 119. 
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Fig. 1—BRaAss CONTAINING 57.40 PER CENT. COPPER; REHEATED SUBSEQUENT TO 
QUENCHING (700° C.) ar 400° C. For 40 HR.; ALPHA PRECIPITATED AT BETA BOUNDARIES. 
<< thE 


am Cc) eee ASS , y T 4 4 Tt . . C 

Fie. 2.- Brass CONTAINING 56.51 PER CENT. COPPER; REHEATED SUBSEQUENT TO 
QUENCHING (700° C.) aT 400° C. ror 40 nR., ALPHA PRECIPITATED ATBETA BOUNDARIES 
x 75. % 
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A B 
ALLOY : Per Cent. Perr Cent. 
CCOPDEL. 2. cc ec esd wae neds 56.66 52.02 
Nickel <6 eee yo as vee ea nil. 3.86 
JANI ees 5 3 ot ee difference difference 


which will be referred to throughout thig paper as alloys A and 
B, respectively. 

The alloys were in the form of chill castings, from which prismatic 
samples 1g by 14 by 3 in. were cut for purposes of test. These samples 
were annealed in bulk at a temperature of 725° to 750° C. for 1 hr. prior 
to other treatment. The mechanical properties of the alloys, subse- 
quent to the preliminary anneal, were as follows: 


ALLOY ALLOY 

A B 
Maximum stress, Ib. per sq. in.......... 54,100 51,200 
Percentage elongation................. 39.5 32.2 
Brinell hardness number............... 102 116 


The test specimens used in making the mechanical tests were 
small, having gage lengths of only 1.155 in. and diameters of 0.326 in. 
The gage lengths of the specimens were four times the square roots 
of their cross-sectional areas. The Brinell tests were made with a 
10-mm. ball and a load of 500 kg. It will be noted that in so far as their 
mechanical properties are concerned the annealed castings were of fair 
average quality. 

By the expedient of quenching a number of small samples of the two 
alloys subsequent to their complete attainment to various temperatures, 
the a + 8—8 transformation temperatures were approximately deter- 
mined. For the pure brass, the transformation point under these conditions 
was found to be in the vicinity of 670° C. (under conditions of equilib- 
rium the transformation point is lower); for the nickel brass it was found 
to be in the neighborhood of 720° C. The test samples for these experi- 
ments were, therefore, quenched in ice water from 720° C. and 770° C. 
(50° C. above the a + 6— 68 transformation temperature) respectively. 
Subsequent to quenching the samples were examined microscopically to 
confirm the absence of alpha. 


NATURE OF EXPERIMENTS 


After quenching, the samples were reheated; some to 100° C., some to 
200° C., some to 300° C., and some to 400° C. Prior to reheating, a 
determination of the Brinell hardness number of each sample was made. 
A similar determination was made after the thermal treatment and the 
percentage increase in hardness, if any, was then calculated. This 
method of estimating the observed increase in the hardness of the alloy 
seemed to be justified by the fact that the maximum variation from the 
average hardness number of the test samples prior to reheating was, in 
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both alloys, less than 3.0 per cent.; while the percentage increase in hard- 
ness as a result of reheating reached, in some instances, as high as 12.8 
per cent. 

Reheating of the test samples was conducted for time periods varying 
from 14 to40 hr. The samples were in all cases introduced into a furnace 
kept at the reheating temperature. They were then allowed to reach the 
temperature of the furnace, the time of reheating being measured from the 
time at which the samples first attained the temperature of the furnace. 

Subsequent to reheating, the samples were thoroughly examined 
microscopically for traces of alpha. It was found in most cases extremely 
difficult to determine whether alpha had been precipitated at the boun- 
daries of the beta grains, but it is certain that, in some instances, such 
precipitation had occurred when microscopic examination of both etched 
and unetched samples at high powers failed to reveal its presence. A 
variety of etching reagents was employed in this connection. 

The samples were, in all cases, tested by the Brinell test and in some 
instances, in tension, by the usual methods of tensile test. 


Resutts oF REHEATING QUENCHED ALPHA-BETA Brass at 100°, 200° 
AND 300° C. 


Reheating at 100° + 2° C, 


The reheating at 100° + 2° C. was carried out in an electric drying 
oven thermostatically controlled; the results of the hardness tests and 
microscopic examinations made on the two series of samples are given 
in Table 1. 

It should be noted that the authors think that in many cases alpha 
had been precipitated at the beta grain boundaries, though they were 
unable to detect its presence directly. The grain boundaries subsequent 
to etching always appeared as dark lines even when the samples were 
examined at high magnification. It was thought that this might be due 
to the fact that such light as arrived at the surface of the etched samples 
in the neighborhood of the boundaries was reflected away from the optical ° 
axis of the microscope. Many samples were, therefore, examined in the 
unetched state, but alpha could not be detected even under these condi- 
tions. The color of the fractures of the tensile test samples (Table 2), 
however, afforded indirect proof of this precipitation It can be stated 
with confidence that in no case had visible precipitation of alpha occurred 
within the beta crystals. The results of the tensile tests made on the two 
series of samples are recorded in Table 2. 

Certain of the broken test specimens were characterized by what 
has been referred to, in the table, as a duplex fracture. The normal 
fracture of quenched alpha-beta brass is a dull brown-red. Certain of 
the above test specimens, however, possessed a coarsely crystalline 
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TABLE 1.—Effect on Hardness of Reheating Quenched Samples of Alloys 


A and B at 100° @. 
cose, mm a ae 


Brinell Hardness Numbers ; 
Alloy ee forte ee cre oe 
aS beat ee pensions Hours 4 Hardness Microscope 
136 136 4 nil 
130 130 % nil 
133 133 1 nil 
130 130 2 nil Beta 
A 136 138 4 15 
136 143 6 15), 1 
130 143 8 10.0 
133 150 16 12.8 
130 146 32 12.3 
146 146 yy nil 
150 | 150 4g nil 
143 | 143 1 nil 
| 143 143 2 nil 
B 146 | 146 4 | nil Beta 
146 | 146 6 nil 
150 158 8 | 5.3 
143 | 158 16 10:5 
143 158 32 10.5 


TaBLE 2.—LHffect on Tensile Strength of Reheating Quenched Samples 
of Alloys A and B at 100° C. 


is TRIMeCor Tensile ; | 
Be Meo ceakesting, | ene, | Tuoneation Fracture 
Cure | Square Inch 
Quenched nil 46,320 17.4 Dull brown red 
Reheated | 6 46,700 13.0 Dull brown. red 
A Reheated 8 42,700 12.2 Dull brown red 
Reheated | 16 49,360 20.0 Duplex 
| Reheated | 32 7,860 3.0 | Duplex 
| Quenched | nil 45,150 Not noted | Dull brown red 
Reheated 6 6,600 2.6 Duplex 
Reheated 8 12,780 5.2 Duplex 
B Reheated 16 Duplex 
Reheated | 32 14,040 BD Bright yellow 
EE ——————E————— 


« Broken while being machined. 
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bright yellow f racture—the yellow approaching in tint that of the fracture 
of alpha brass of maximum zine content. Others (those having a 
duplex fracture) had fractures wherein were exposed to view constituents 
having both the dull brown-red and the bright yellow. It has been 
assumed by the authors that the bright yellow of these fractures has 
been occasioned by precipitation of the alpha constituent at the grain 
boundaries, such bright yellow fractures having always been found in 
those samples reheated for long periods at 400° C., which showed clear 
microscopic evidence of the precipitation of alpha at the grain boundaries. 

Whereas the presence of nickel retards the precipitation of the alpha 
constituent, it does not oppose the deleterious ultimate effect of 
that precipitation. 


TaBLe 3.—EHffect on Hardness of Reheating Quenched Samples of Alloys 
A and B at 200° C. 


Brinell Hardness Numbers 
: | Time of Percentage | Structure 
Alloy | Reheating, | Increase in Revealed by 
Prior to Subsequent to | Hours Hardness Microscope 
Reheating Reheating 
130 130 4 nil 
133 133 | hg | nil | 
133 133 | 1 nil 
130 1300 2 | nil | Beta 
A 133 133 | 4 | nil | 
136 138 | 8 | 1.5 | 
130 140 | 12 | Siar y 
133 150 16 Pee ae 
130 143 40 10.0 
146 146 | yy | nil 
150 150 We, nil 
150 150 | 1 | nil 
150 150 2 nil | 
B 150 | 150 | 4 nil Beta 
146 146 8 nil | 
146 152 12 4.1 
146 re | 16 | Soran 
150 158 40 5.3 


It is of interest, also, to note that reheating has reduced the ductility 
of the A alloy in certain cases, even though no evidence of the precipita- 


tion of alpha was observed either in the fracture of the test specimen or in 
etched sections of the same. 


Reheating at 200° + 10° C. 


The reheating at 200° + 10°C. was carried out in an electric-resistance 
crucible furnace, controlled by a variable external resistance. The 
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results of the hardness tests and microscopic examination made on the 
two series of samples are given in Table 3. The results of the tensile 
tests made on the two series of samples are recorded in Table 4. 

The same remarks may be applied in respect of the results given in 
these tables as were applied to the results obtained with the samples 
reheated at 100° C. 


TaBLE 4.—Effect on Tensile Strength. of Reheating Quenched Samples of 


Alloys A and B at 200° C. 
SS a ae a a a 


ee Time of Tensile’ : 
Alloy | Graditien | nehenting, | pSttensth, | Hlonention | practare 
Square Inch 
| 
Quenched nil 46,320 17.4 Dull brown-red 
| Reheated 8 | 41,880 | 12.2 Duplex 
A | Reheated 12 | 49,300 PANT Dull brown-red 
Reheated | 16 38,370 6.1 Duplex 
Reheated | 40 | 31,800 8.7 Duplex 
Quenched | nil | 45,500 Not noted | Dull brown-red 
| Reheated 82 | Bright yellow 
B | Reheated 1, | 18,120 2.0 | Bright yellow 
Reheated 16 5,580 4.3 | Bright yellow 
Reheated | 402 | | Bright yellow 


2 Broken while being machined. 
Reheating at 300° + 10° C. 


The reheating at 300° + 10°C. was carried out in an electric-resistance 
crucible furnace, controlled by a variable external resistance. The 
results of the hardness tests and microscopic examination made on the two 
series of samples are given in Table 5. The results of the tensile tests 
made on the two series of alloys are recorded in Table 6. 

In these experiments no doubt as to the precipitation of alpha 
existed, except in those samples that had been reheated for the shorter 
periods of time. In the case of these samples, however, the fractures of 
the tensile test specimens gave indirect evidence of the precipitation of 
alpha at the boundaries of the beta grains. This precipitation was such 
as to render the nickel alloy so fragile that it was impossible to turn 
samples for tensile test from the treated prisms. 


Acine at Room TEMPERATURE 


To determine the effect of reheating the quenched alloys at 400° C., 
a series of samples of alloy A that had been quenched two weeks previously 
were taken for test. Before reheating at 400° C., the hardness numbers of 
the samples were checked, when it was found that the hardness had 
increased during the fortnight. The quenched simple brass is, there- 
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TABLE 5.—E ffect on Hardness of Reheating Quenched Samples of Alloys 
A and B at 300° C. 


eet Wee) | ee ee ee 


papell Berne Se Time of Percentage Structure 
Alloy fi Reheating, Increase in Revealed by 
Prior to Subsequent to Hours Hardness Microscope 
Reheating Reheating 
—— 

133 136 yy | 203 Beta 
133 138 | oa) ates Beta 
133 140 1 5.3 

A 133 146 + 9.8 
133 150 8 12.8 

Bet Alph 
133 ie) 16 1.3) oe eee 
133 143 | 32 1.0 | 
136 143 48 | Dae 
ieee: | | — 

143 | 150 | A | 4.9 | Beta 
143 152 f° 2 6.37 > omepere 

B 46= Meise ied Gee te 
150¢ 162 16 | 8.0 
143 156 32 er: 4 [es 


« This anomalous result, the authors are unable to explain. 


TaBLe 6—LHffect on Tensile Strength of Reheating Quenched Samples of 
Alloys A and B at 300° C. 


m. Time of Tensile | , | 
alley |  Spaditicn | neheating, | pStrensth,. | Hlonestion, | rracture 
| puts Square Inch | 
| } 
Quenched | nil 46,320 | ilyfpoc! Dull brown red 
i Reheated | V6 27,480 | 4.3 Duplex 
Reheated | 4 38,700 | 2.0 Duplex 
Reheated 8 33,600 4.3 Duplex 
Reheated | 32 32,820 Sa Duplex 
— ao | a ——— —— ————— 
Quenched nil | 45,500 Not noted | Dull brown red 
B Reheated | 1¢ Bright yellow 
Reheated 16% Bright yellow 


* Broken while being machined. 


fore, subject to “aging” in the most precise sense of this word. In 
Table 7 are given the results of the two series of tests made, the first 
immediately after quenching, the second two weeks later. 


Reheating at 400 + 10° C. 


The samples were retreated subsequent to the second series of 
hardness tests; that is, they were requenched and then reheated to 400° C. 
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TaBLE 7.—Aging of Quenched Brass at Room Temperature 


Original Hardness Number Hardness Seep’ Standing Percentage Increase in Hardness 
iss 145 9.0 
133 149 t 130) 
136 149 | 9.6 
136 148 8.8 
133 143° ° eo 
Average increase..........| | 9.4 


TABLE 8.—Effect of Reheating Quenched Samples of Alloy A at 400° C. 


Brinell Hardness Numbers | | 
Pi Time of Percentage Structure 
Alloy he ee oe Reheating, Increase in Revealed by 
ce S SiN: to) ours | Hardness Microscope 
136 148 nil¢ | 8.8 
133 143 yy | 7.5 
133 141 16 6.0 
A 133 140 1 58 Beta + Alpha 
133 138 4 3.8 
133 137 8 3.0 
133 137 16 3.0 


“Sample heated until it just reached 400° C. 


for various periods of time. The results of the hardness tests and 
microscopic examination made on the brass samples reheated at 400° C. 
are given in Table 8. 

A definite loss in the percentage increase in hardness resulting from 
reheating was recorded for all periods of time in excess of that required to 
raise the alloy to 400° C., this simple treatment (mere heating to 400° C.) 
being, in itself, sufficient to cause precipitation of alpha. No tensile tests 
were made on these samples, it being considered unnecessary to carry the 
matter further in view of the poor results obtained as a result of reheating 


at the lower temperatures. 
SUMMARY 


By reheating alpha-beta brass, which asa result of quenching is retained 
at room temperature in the condition of homogeneous beta solid solution, 
it is possible to cause precipitation of alpha in submicroscopic form. 

This precipitation of alpha has a deleterious influence on the tensile 
properties of the quenched brass, but has the effect of increasing the 
Brinell hardness of the material. This latter phenomenon is felt to be 
worthy of remark, as the precipitated alpha is appreciably softer than the 
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quenched beta wherein it is generated. It is well known that age harden- 
ing can be occasioned by the precipitation of hard particles (as in the case 
of duralumin); quenched brass, however, affords an example of a sub- 
stance subject to age hardening caused by the precipitation of 
soft particles. 

It is difficult to imagine how soft particles can act as ““keys”’ to pre- 
vent the relative slip of the atom-bearing planes of a solid solution. — If, 
however, it is postulated that the submicroscopic particles are of the 
nature of colloidal particles whose boundaries are controlled by surface 
tension and that at these boundaries there is distortion of the space 
lattices, both of the particles and of the surrounding solid solution, the 
increased resistance to the relative slip of the atom-bearing planes of 
the solid solution occasioned by the presence of the precipitated particles, 
whether they be hard or soft, can, it is thought, be explained. The 
distortion of the space lattices at the boundaries of the particles referred 
to above opposes the propagation of slip via the slip planes of the precip- 
itated substance. The hardness of the material wherein the precipitated 
substance is generated is therefore increased. The greater the number of 
such particles (particles whose boundaries are controlled by surface 
tension) the greater will be the strength of the alloy wherein they occur. 

In the process of time, the forces of crystallization will exceed those 
surface-tension forces that control the boundaries of the particles and 
growth of the particles will proceed in accordance with the normal laws of 
crystallization. The spherical particles will change into minute allotrio- 
morphic crystals at whose boundaries no space-lattice distortion will 
exist and which, therefore, will offer considerably less obstruction to the 
relative movement of adjacent atom-bearing planes of the matrix than is 
offered by the spherical particles, this diminution in the resistance 
offered to slip by the precipitated solute being due to the fact that slip in 
the matrix can be propagated with relative ease via the slip planes of the 
solute. A reduction in hardness will be the outcome of this change in the 
form of the precipitate. 

To put it briefly: while spherical particles, whether soft or hard, are in’ 
process of formation the hardness of the alloy will increase, because of the 
increasing resistance offered to slip (owing to space lattice distortion at 
the boundaries of the particles) as a result of the precipitation of particles 
of this form. When the spherical particles begin to change into minute 
allotriomorphic crystals the hardness of the alloy will tend to decrease 
and will actually be lowered (1) when the rate of formation of allotrio- 
morphic erystals exceeds the rate of formation of spherical particles and 
(2) as the allotriomorphie crystals themselves increase in size. 


SO} W. Ellis: The Structure of Metals. See report Winter Sectional Meeting of 
Am, Soe. Steel Treat., Rochester, Iron Trade Rev. (1924) 74, 430. 
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DISCUSSION 


WituraM H. Basserr,* Waterbury, Conn.—Some authorities state that 
’ beta brass has no elongation. Probably the old idea for the weakness of 
this brass was due to the very thing that hag been noted here—that is, 
the beta brass had alpha separations at the boundaries and consequently 
had very little strength. ; 

When making the tensile tests, the author found that where he was 
unable to discover alpha microscopically, although the tests indicated it, 
the fractures were yellow between the grains;as the beta brass breaks with 
a brownish-red fracture, the author is warranted in his assumption that 
the yellow fracture was the result of the precipitation of alpha brass 
around the grain boundaries. 

The paper gives the results of reheating quenched alpha-beta brass at 
100°, 200°, and 300° C. At 100°, where he did not find, with the micro- 
scope, the presence of alpha, he shows that as the time of heating increases 
there is a decided increase in hardness in both samples, the one containing 
nickel being rather slow to show this increase. 

The tensile-strength figures are interesting, because with the increased 
hardness, that is with the change taking place, the tensile strength and 
the elongation are greatly reduced. Similar results were obtained when 
the samples were heated to 200° and 300° C. 

The conclusions are apparently in accordance with the ordinary theory 
of such cases. The practical application of this work is, perhaps, what we 
have already known—that if the heat treatment of beta brass causes the 
precipitation of alpha along the grain boundaries, the tensile properties of 
the material are ruined. It should not, however, be thought that the 
alpha-beta brasses are to be condemned on this account. The alpha- 
beta brasses in such material as naval brass, muntz metal, etc. are of the 
greatest use in the arts and have been for along time. ‘This paper rather 
shows what heat treatment should be avoided. 


* Technical Superintendent and Metallurgist, American Brass Co. 
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The Hardness of Heat-treated Aluminum Bronze 


By Grorce F. Comstrocx,* Mer. E., Nracara Fauts, N. Y. 


(Milwaukee Meeting,t October, 1924) 


Iv Has been known for many years that the alloy containing 90 per 
cent. copper and 10 per cent. aluminum can be hardened, like steel, by 
quenching from a suitable temperature, and that the hardened alloy can 
be softened again by annealing or drawing the temper. It does not seem 
to be generally appreciated, however, that the effect of the first slight 
reheating after quenching is actually increased hardness, the softening 
effect not taking place until a certain temperature of “drawing”’ has been 
exceeded. This paper gives the results of a few experiments on various 
specimens of cast 10 per cent. aluminum bronze, quenched for maximum 
hardness, and subsequently annealed at different temperatures. The 
hardness measurements were made with both a scleroscope and a standard 
Swedish Brinell machine; some peculiarities of the scleroscope test on 
this material are described. 

The author is not aware of many previous investigations of the 
hardness of this alloy when quenched and drawn, but two important 
papers on the subject should be mentioned. The earliest was by Portevin 
and Arnou,! in which it was stated that tempering quenched 10 per cent. 
aluminum bronze at 400° C. increased the hardness as compared with the 
quenched untempered alloy and that reheating above that temperature 
was necessary to obtain any softening effect. 

A later paper was by Seidell and Horvitz,? who mentioned Portevin 
and Arnou’s work, but did not report any increase in hardness obtained 


* Metallurgical Engineer, Titanium Alloy Mfg. Co. 
+ Fall meeting Institute of Metals Division. 
‘Sur le Revenu des Bronzes d’Aluminium. Comptes Rendus (1912) 8, 511. 


? Relation of Microstructure to Phase Changes in Heat-treated Aluminum Bronzes, 
Chem. & Met. Eng. (1919) 21, 179. 
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by slight tempering after quenching. They agreed, however, that 
tempering to over 370° C. was necessary to soften the quenched 
alloy appreciably. 

Neither paper reported any scleroscope tests; but as this instrument 
has been used commercially on heat-treated, aluminum bronze, it was 
decided to investigate the hardness of quenched and tempered specimens 
by thismeans. The standard hammer was used throughout all this work, 
and the instrument was always kept in.the usual fixed holder and not 
used either on the swing arm or freehand, as can be done if necessary. 

The material experimented with was obtained in the form of tensile- 
test stubs, about 34 in. in diameter and 2 or 3 in. long, from cast-to-size 
bars that had given good results in the tensile test. The alloy was 90 per 
cent. copper and 10 per cent. aluminum, made entirely from new metal of 
the best commercial quality, and without any flux or deoxidizer. The 
tensile-test results were about as follows: 


Rael @InNG ae ae eres Se ee ts 21,000 to 26,000 lb. per sq. in. 
Wensile .ctreneth.... 24... . 65,000 to 75,000 Ib. per sq. in. 
Elongation in 2in........ 17 to 23 per cent. 
Reduction of area......... 16 to 26 per cent. 


The tensile-test stubs were heated gradually, in an electric muffle 
furnace, to 900° C., and held at that temperature for 20 to 30 min. 
They were then quenched as rapidly as possible in a large tank of cold 
running water. This treatment gave them a practically pure acicular 
beta structure, without any of the original alpha crystals remaining 
undissolved. In some parts of the samples, however, there was a slight 
precipitation of feathery alpha along the grain boundaries; it seems to be 
very difficult to quench rapidly enough in pure water to suppress this 
formation entirely. Flat strips about 14 in. wide were prepared, witha 
fine file, on the curved surface of each quenched bar, and the scleroscope 
hardness was determined on that surface. The hardness as determined 
in this way was generally between 63 and 73 on the scleroscope scale. 
Some of the bars were quite uniform, but on most of them a range of 
from 3 to 8 points in hardness was found between one end of the filed strip 
and the other. 

Four of these hardened bars, representing two heats of metal, were cut 
crosswise into disks about 14 in. thick, for annealing or drawing the tem- 
per at various temperatures. This treatment was performed by first 
heating the muffle to the desired temperature, then inserting two of the 
hardened disks, one from each heat, bringing the temperature again to the 
desired point, holding it there for 20 min., and then cooling the disks ina 
box of lime. The temperatures were determined with a Leeds & Northrup 
potentiometer, using an iron-constantan thermocouple. The follow- 
ing day the disks were taken out of the lime, their surfaces were smoothed 
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for hardness tests, and one side of each was tested with the scleroscope 
and the other side later by the Brinell method. When making the 
Brinell tests, it was found that neither of the standard pressures, 500 
or 3000 kg., were suitable for all the disks, as the lighter made too small a 
depression on the hard samples and the heavier made such a deep mark on 
the soft samples that there seemed to be danger of error from distortion 
or bulging of the small disks. A pressure of 1000 kg. was found suitable 
for the entire series, and all were tested at this load. The standard 
pressures were also used on some of the disks for comparison. A 10-mm. 
ball was used for all the Brinell tests; and the pressure was applied for 
30 sec. in every test except those made with the 3000-kg. load, which was 
applied for only 15 sec. The results on these disks are given in Table 1. 
A range of values is given for the scleroscope tests, as numerous determina- 
tions were made with this instrument on each sample; abnormally low 
readings were disregarded. 


TaBLE 1.—Hardness Numbers of Disks of Quenched 10 Per Cent. Aluminum 
Bronze, Reheated or Drawn at Various Temperatures 


Son ene | Brinell Number, Heat A | Brinell Number, Heat H 


Temperature of | _ SS. = 
Reheating, Degrees | | | 73 
C. iaeae A | Gee aE | 3000-kg. | 1000-kg.) 500-kg. 3000-kg. | 1000-kg. 500-kg. 
| Pressure | Pressure | Pressure Pressure | Pressure’ Pressure 
| 


| 
None 43-54 | 46-55 | 248 249 | 206 | 248 | 244 

150 48-55 | 56-58 | 241 249 | 285 | os¢ 

205 50-55 | 52-56 | 241 238 241 | 249 

260 53-57 | 538-58 | 262 260 | 255 | 249 

315 | 46-53 | 57-61 | 262 | 260 | | 269 | 260 

400 49-60 | 56-62 | 262 260 | 269 | 260 

480 | 30-32 | 34-36 | 170 165 | L794 UTA 

565 23-27 | 23-26 | 163 159 | 136 | 159 143 
650 21-22 | 29-94 | 133 | 124 | 138 | 130 
760 19-20 | 19-20 | 121 | 100 | 121 109 
870 18-19 120-21 | 7131 113 | 100 | 134 | 117 109 


The first line shows that the disks that were not reheated at all did 
not give as high scleroscope readings as the bars from which they were 
cut. This was supposed to have been caused by the concentration of 
the hardening effect of the quenching (or at least that part of the harden- 
ing effect which is revealed by the scleroscope) at the surface of the bar. 
The scleroscope tests on the flat strips filed on the entire bars were, of 
course, made nearer the quenched surface than the tests on the disks 
which represented cross-sections of the bar. In subsequent work, theres 
fore, the bars were cut for reheating into pieces about 34 in. thick, and the 
scleroscope tests were made only on flat strips filed on the curved surface 
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that was the exterior of the bar when quenched. Almost as great a 
drop in hardness occurred, however, when the tests were madein this 
way, and it was proved, by repeated trials, that the scleroscope reading 
obtained from a hardened piece of 10 per cent. aluminum bronze was 
decreased from 5 to 15 points by simply cutting the piece in two. This 
was true whether the piece was merely quenched, or had been quenched 
and reheated slightly. Presumably the explanation is that the cutting 


TaBLE 2.—Hardness Numbers of Specimens of Quenched 10 Per Cent. 
Aluminum Bronze, Reheated or Drawn at Low Temperatures 


| 


en ne Brinell (3000-kg. Pressure) 
Temperature of Reheating, Degrees C. | | 
| Hest-A | «Heat F  / "Sections | toned Burtaces 
| 
None | 55-59 | 58-61 255 269 
150 | 54-57 55-59 248 277 
205 | 54-57 56-61 241 269 
260 | 55-58 | 59-61 269 OTT 
315 | 52-55 57-61 262 286 
345 54-5 58-62.) 2] 262 286 
370 48-52 | 55-58 Q77 286 
400 48-50 | 50-53 | 269 269 
425 | 36-39 | 42-44 196 255 
455 | 25-27 | 38-42 183 223 
480 | 21-24 29-31 179 202 
510 [230-22 26-28 | 170 196 


reduced the scleroscope hardness by releasing internal stress acquired 
during the heat treatment. The Brinell readings were affected in a 
somewhat similar way, but any apparent softening after cutting in this 
case was probably due chiefly to cracking of the cut pieces under the 
heavy load used. This supports the belief that softening under these 
conditions is purely a stress effect, and not due to any structural change. 

Table 1 shows that there was an appreciable increase in hardness, 
evidenced in both the scleroscope and Brinell tests, when these quenched 
specimens were reheated to temperatures between about 300° and 400° C. 
Between 400° and 480° C., softening began, and it was practically com- 
plete around 750° C. As the drawing temperatures used were not very 
close together around the critical point, near 400° C., another series of 
tests was made with temperatures chosen to give more data as to the 
exact point where maximum hardness was obtained. For this series, 
tensile-test stubs from two heats were quenched as before; they gave 
equally high scleroscope readings after quenching. The reheated pieces 
in this series, however, were about 34 in. instead of 14 in. thick; and as 
they were heat treated by the same method as the thinner pieces, they 
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undoubtedly cooled more slowly. The scleroscope tests on the drawn 
samples were made on strips about '4 in. wide flattened by filing on the 
curved exterior surface of the bar. The Brinell tests were made similarly 
on samples from one heat, but on cross-sections of the samples from the 


TasLE 3.—Hardness Numbers of Larger Specimens of Quenched 10 Per 
Cent. Aluminum Bronze, Reheated to Low Temperatures and 
Cooled in Air and in Lime 


Cooled in Air after Reheating |Cooled in Lime after Reheating 
en Te ee Scleroscope | Brinell Num-| Scleroscope peer iii. 
Number ber, 1000-kg. Number Prcnstirou 
None | - 60-65 | | 59-66 
150 62-66 | 249 
205 | | 61-63 260 
230 | 62-67 | 260 
260 60-63 244 
315 62-66 | 285 | 65-70 278 
345 63-70 | 279 60-64 272 
370 60-66 255 | 
400 59-62 | 255 
425 48-55 | 205 | 
| 


other heat, and with 3000 kg. pressure only. This heavy pressure was 
satisfactory for this series as most of the specimens were hard; it was 
thought that as the depressions were larger the tests would be somewhat 
more delicate than if made with a smaller load. Some of the hardest 
specimens, however, showed a tendency to crack under this heavy load. 

Unfortunately, when the sections of heat A were cut it was found that 
most of these specimens were unsound. This was probably due to the 
type of pattern used in making the castings from which these test bars 
were machined. Thus the results from this series on heat A were perhaps 
not as reliable as might be desired. Judging from heat F, it would seem * 
that the maximum hardness was attained after reheating to about 345° C., 
although there was not much softening until 400° C. was reached. In the 
earlier series, the maximum was found at 400° C.; softening commenced 
at this temperature in the second series, probably because the specimens 
in it were larger and cooled more slowly in the lime, so that the tempera- 
ture of annealing affected themetal for a longer time. In heat A, the 
maximum Brinell reading was at 370° C. in this series, while the sclero- 
scope did not show any increased reading in the reheated specimens. 
Presumably this was due to their unsoundness. 

Another series of tests was made to investigate the difference in 
hardening effect produced by air cooling after quenching and reheating, 
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as compared to cooling in a heat-insulating material like lime. Entire 
tensile-test stubs were used in this series, the hardness tests being made on 
flat strips filed on the curved surfaces of the bars. Seven bars were 
quenched in water from 900° C. so as to give scleroscope readings of 
60 to 65. They were reheated for 20 min. at the temperatures indicated 
in Table 3, and cooled in the air. After testing with the scleroscope and 
Brinell (using 1000-kg. load), the same specimens were quenched from 
900° C.; four of them that gave scleroscope readings of 60 to 65 were 


Fig. 1.—TypicaAL QUENCHED STRUC- Fic. 2.—SIMILAR STRUCTURE BUT FINER 


AND LESS DISTINCT, SHOWING THE CHANGE 


TURE WITH RATHER COARSE NEEDLES, AS 
A SPECIMEN OF HEAT 


SHOWN BY A SPECIMEN OF HEAT A, RE- DUE TO REHEATING 
HEATED TO 260° C, A to 510° C, 

Fies. 1 tro 4 sHow 10 PER CENT. ALUMINUM BRONZE QUENCHED IN WATER FROM 900° 
C. AND REHEATED TO DIFFERENT TEMPERATURES, ETCHED WITH ACID FERRIC CHLORIDE 
AND MAGNIFIED 200 DIAMETERS. 
reheated as before but this time were cooled in lime. The results of 
hardness tests on the latter specimens are also reported in the table. 

This series shows that the maximum hardness was developed by 
reheating to 315° C. when the final cooling was in lime, and by reheating 
to 315° or 845° C. when the final cooling was in air. Apparently the size 
of the piece treated had more influence on this point than whether the 
cooling was in lime or air, for these specimens were larger than those 
tested previously, which showed the maximum hardness when reheated at 
slightly higher temperatures. It is therefore important to realize that the 
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results quoted apply only to pieces of about the same size as ordinary 
tensile-test stubs (34 in. diameter and 2 or 3 in. long), or smaller. No 
periments were made with larger pieces. 
oe The microstructures of the disks used for the tests on heats A and 
H, results of which are given in Tables 1 and 2, were examined to see 
if the changes in hardness produced by reheating were accompanied by 
definite changes in structure. The etching reagent was an acidified ferric- 
chloride solution, as generally used for aluminum bronze. The increase 
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Fig. 8.—STRUCTURE OF A SPECIMEN OF Fig. 4.—CoarseR ALPHA CRYSTALS IN 
HEAT H REHEATED TO 650° C., SHOWING A SPECIMEN OF HEAT H REHEATED TO 
FINE ALPHA CRYSTALS INSTEAD OF THE 760° C. 

ACICULAR QUENCHED STRUCTURE. 


in hardness produced by slight reheating of the quenched specimens was 
found to be unaccompanied by any perceptible change in the micro- 
structure. The first change noticed in the series of microsections, 
arranged in the order of increasing reheating temperatures, was an altera- 
tion in the color of the etched surface as viewed without the microscope. 
The specimens reheated at temperatures up to and including 400° C. had 
a yellowish color, while those reheated at higher temperatures were 
decidedly more red, up to about 800° C., where the structure reverted to 
the condition as cast and again became rather yellowish. 

At about 500° C., there was an appreciable change in the micro- 
structure toward the typical reheated form. The needles became finer, 


GEORGE F. COMSTOCK 813 


more rounded, and much less distinct and contrasty; this was probably 
the result of the appearance of the alpha constituent in a recognizable 
form. At higher reheating temperatures, the alpha became more and 
more distinct and thicker until the alloy reached the completely softened 
state with a structure similar to that of the untreated casting. Figs. 1 to 
4 illustrate these changes. The specimens Kaving an acicular structure 
must not be overetched, for the number and size of the needles appearing 
on a given area of section may be much reduced by etching the specimen 
too deeply. 

The scleroscope readings originally taken on the small disk samples at 
the beginning of this work seemed to vary more than they should, so 
tests were made on polished and etched specimens to see if the variations 
might not be due to actual differences in hardness between the large 
individual crystals exposed on the polished surface. At first some 
evidence pointing toward the correctness of this view was obtained, but 
later it was found that the trouble arose from improper support of the 
thin specimens in the holder at the base of the instrument. On only a few 
specimens were the polished surfaces exactly parallel with the reverse 
sides; when this condition did not occur, the clamp at the base of the 
scleroscope caused the upper face of the specimen to be perpendicular to 
the direction of the hammer blow, while the lower face was not. The 
anvil on which the specimen rested had such a broadly pointed top that 
the specimen did not always touch it directly below where the ham- 
mer fell, but contact was made off to one side when certain parts of the 
specimen were tested. Such conditions invariably gave a low reading, no 
matter how tightly the specimen was held in the clamp. This was 
remedied by placing a small bead of metal between the anvil and the 
specimen so that contact was secured between them exactly beneath the 
point where the hammer fell. The readings then obtained from a given 
specimen were fairly consistent and there were not a large number of 
abnormally low readings tobe discarded. 

Summarizing the results of this work, it may be concluded that the 
scleroscope is not as reliable an instrument for measuring the hardness of 
quenched and tempered 10 per cent. aluminum bronze as the Brinell 
machine. Low scleroscope readings are obtained on such material if the 
quenched sample is-merely cut into smaller pieces, or if the specimen 
tested is too thin and not perfectly supported in the instrument. Of 
course with the Brinell test, also a certain amount of care is required, and 
cracking of the hardened specimens must be avoided, but in general 
the conditions required for accurate results are easier to fulfil. 

It was found that the maximum hardness was obtained, in small 
pieces of 10 per cent. aluminum bronze, not by quenching alone, but by 
quenching and reheating to from 315° to 370° C. Softening was pro- 
duced by reheating above 370° or 400° C. and was practically complete 
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after reheating to 750° C. The reheating temperature giving the 
maximum hardness apparently depends somewhat on the rate of cooling, 
especially as determined by the size of the piece treated. A series of 
polished and etched microsections of this quenched alloy, reheated at 
different temperatures, showed a change to a more reddish color in the 
specimens that had been reheated above 400° C., but no appreciable 
change in microstructure until a reheating temperature of about 500° C., 
had been exceeded. 

The author would acknowledge his indebtedness to the Buffalo 
Bronze Die Cast Corpn. for supplying the material for these experiments 
and the use of the Brinell machine, and also to the Titanium Alloy Mfg. 
Co. for the scleroscope and the metallographic equipment used. 


DISCUSSION 


Jesse JONES, East Pittsburgh, Pa~—Aluminum bronze is not a new 
alloy, but the difficulties of handling it in the foundry have retarded its 
application. The chief commercial application, possibly, is in the manu- 
facture of gears for automobiles. One rather minor application is in 
complicated dies, especially when one part works upon another, for there 
is less wear and less liability of the parts to stick. Aluminum bronze 
also has an increasing application as an anti-acid metal. 

The microstructures given on pages 811 and 812 are interesting; it would 
be interesting to know how the fine acicular structure shown in Fig. 2, 
would behave in a gear, whether it would have a greater life than the 
coarser structure shown in Fig. 4, and whether similar results would be 
obtained from an anti-acid standpoint. 

One explanation of the variations in the scleroscope tests may be that 
in many cases where there is a coarsely crystalline structure, like the 
alpha shown in Fig. 4, the hammer possibly at one time strikes ona crystal 
that is considerably harder than some of the others. Of course, we try to 
obviate this variation by taking ten or more readings and averaging them. 
In the case of the Brinell test, the ball covers a large area and for that 
reason gives a better «verage hardness of a sample being tested. 


SAMUEL Dantexs, Dayton, Ohio.—We have investigated this alloy in 
the extruded form and have checked closely the Brinell hardness values 
for quenching and drawing given in Table 1. 

We are experimenting with extruded 10 per cent. aluminum bronze 
for valve guides in aircraft engines. The main trouble with this material 
has been its lack of uniformity and the fact that it causes galling of the 
stem of the valve. Heat treatment tends to minimize the scoring but 
has no great effect on the wearing qualities. If the valve is so designed 
that the proportions of the head and stem are right and the cam mechan- 
ism is constructed so that there will be a minimum of side thrust, 
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aluminum bronze appears to be satisfactory in valve guides. In one 
50-hr. engine test, cast-iron guides showed wear of from 0.017 to 0.030 ine, 
whereas extruded 10 per cent. aluminum bronze, either as extruded or in 
the heat-treated condition, wore from nil to 0.002 in. ,maximum. Under 
the conditions just cited, this bronze wears better than cast iron and most 
of the other metals we have used, with the exception of hardened steel. 
The iron-bearing aluminum bronzes have not given good service. The 
only objections to 10 per cent. aluminum bronzé in valve guides are its 
tendency to gall, its failure to ream readily, and its rather high cost, 
compared to cast iron. 


AvoLteH BreGMaNn, New York, N. Y.—Has anyone here had any 
experience with aluminum bronze as sand-cast? Practically all the gears 
are cast in permanent molds. 


JESSE JONES.—I have not had any experience with the sand casting of 
this alloy, but a friend assures me that while the permanent-mold castings 
are much superior, so far as grain is concerned, there is no difficulty what- 
ever in sand-casting alloys. In fact, he says that it is much more easily 
handled than manganese bronze, is more nearly fool-proof, and there is no 
difficulty whatever in handling it in a foundry after a reasonable amount 
of experience has been had. Very satisfactory results are obtained in 
sand casting. 


Grorce F. Comstock (author’s reply to discussion).—As to the 
wearing quality of the structure shown in Fig. 2, compared with the nor- 
mal cast structure of this alloy, some rather crude rolling-abrasion 
tests carried out some years ago for the Titanium Bronze Co. showed 
decidedly better results for the heat-treated alloy than for the alloy as 
cast. The addition of 4 per cent. iron to the bronze, however, resulted in 
about the same improvement as the heat treatment without the iron. 

This result is supported by L. Guillet’ in an article describing tests of 
aluminum bronze with the Jannin wear-testing machine. He reported 
the best results after a quench and draw at 500° C., and very much worse 
results after drawing at 700° C. It remains to be seen whether this 
same comparison would hold true in the case of gears in actual service. 
The Buffalo Bronze Die Cast Corpn. has found that a modified composi- 
tion is very effective in reducing the friction and wear of the aluminum- 
bronze gear when driven by a standard worm under heavy load. 

I do not know how the acid resistance of the heat-treated bronze 
compares with that of the cast alloy, but see no reason to suppose that it 


would be any less. £ = 


3 Rev. de Met. (1922) 19, 120. 
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Etching Aluminum and Its Alloys for Macroscopic and 
Microscopic Examination 


By Futon B. Fuicx,* New Kernsrneton, Pa. 
(New York Meeting, February, 1925) 


Tur micrography and macrography of aluminum and its alloys 
present certain difficulties. Many of the difficulties attendant on the 
micrography have been removed by methods developed during the 
past few years, notably those of E. H. Dix, Jr... The development of 
grain size in aluminum and its alloys may be equally troublesome, yet 
comparatively little detailed attention appears to have been given to it. 
Satisfactory reagents are available for the development of such struc- 
tures in ferrous and most non-ferrous metals, but those applied to alum- 
inum and its alloys, 7. e., aleoholic or aqueous solutions of sodium hydrox- 
ide or hydrofluoric acid are not entirely satisfactory. Hanson and Arch- 
butt,” in speaking of these two reagents, state that ‘‘ These two reagents 
give fairly satisfactory results, but they sometimes produce badly 
tarnished surfaces from which the surface deposit is difficult to remove.” 

It has been our experience that neither of these reagents is to be 
entirely relied on for developing structures suitable for study or photo- 
graphy. This means that when the etch fails to produce satisfactory 
results the specimen must be repolished, through the 000-paper at least, 
and then etched with another reagent. This procedure entails a con- 
siderable loss of time, and the final results may not be all that might be 
desired. However, the reagent to be described, although not a panacea 
for all etching troubles, has improved results so markedly that it is felt 
that it is worth offering as a grain-size etch generally applicable to 
aluminum and aluminum alloys. 

Czochralski’ in 1915 mentioned the application of a solution of 10 
to 20 ¢. ¢. concentrated hydrofluoric acid in 100 ec. c. absolute alcohol, 
etching in this reagent being followed by dipping in concentrated hydro- 
chloric acid solution. 


* Assistant Metallurgist, Research Bureau, Aluminum Company of America. 
1Chem. & Met. Eng. (1922) 27, 2712. 

* Proc. Inst. of Metals (1919) 21, 291. 

3 Stahl u. Hisen (1915) 35, 1073. 
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NT. ANNEALED ALUMINUM SHEET ETCHED IN 8.7 PER CENT. HF- 
13 pER cent. HCl. 


Fig. 1.—99.2 PER CE 
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Beyond mention in a few papers appearing in German scientific 
periodicals, this etch does not seem to have been studied to any great 
extent by aluminum metallographists. The excellence of results obtained 


Fig, 2.—Etcurp 1n 8.7 PBR CENT, HF-13 PER CENT. HCl sonurion: ILLUS- 
TRATES STRUCTURE DEVELOPED IN SPECIMEN TAKEN FROM CORNER OF INGOT OF MAN- 
GANESE-ALUMINUM ALLOY CONTAINING 1.20 PER cENT. MANGANESE; COPPER + IRON 
+ SILICON 0.18 par CENT,, BALANCE ALUMINUM. »« Sh, ; 


by using it, as shown by photographic reproduction, called our attention 


to it in the search for a reagent more generally applicable to development 
of structure. 
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Two disadvantages of such an etch are apparent at once. The’ first 
is the use of two solutions. This is an important condition in that it is 
time consuming and tarnish may form during transfer from one solution 


Fic. 3.—Ercuep In 8.7 PER cent. HF-13 par cent. HCl SOLUTION; PORTRAYS 
SHAPE AND ARRANGEMENT OF GRAINS IN CROSS-SECTION OF NOTCH BAR POURED FROM 
99.2 PER CENT. ALUMINUM. X 9. : 


to the other. The second disadvantage lies in the use of hydrochloric 
acid solution. As is so well known, this reagent attacks aluminum with 
such rapidity that, unless extreme care is taken, the attack may be so 
vigorous and deep that the structure will be spoiled, 
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Inasmuch as the use of one solution seemed desirable, a combination 
of hydrofluoric-hydrochloric acid solutions was experimented with, with 
most gratifying results. The solution finally adopted as standard con- 
sists of: 90 c. c. water, 10 c. c. concentrated hydrofluoric acid, 15 c. c. 
concentrated hydrochloric acid; this results in the following percentages 
by volume: 8.7 per cent. concentrated hydrofluoric acid solution, 13.0 
per cent. concentrated hydrochloric acid solution. 


STRUCTURE DEVELOPED IN SPECIMEN CUT FROM INGOT OF STRONG ALUMINUM ALLOY 
TYPE; CHILLING EFFECT OF MOLD IS SHOWN BY CRYSTALS AT BOTTOM; NOTE PARTIAL 
DEVELOPMENT OF DENDRITIC STRUCTURES IN LARGER CRYSTALS IN INTERIOR OF INGOT. 
x 10. 


The use of such a solution reveals the grain size of aluminum in an 
excellent manner, as illustrated in the accompanying macrographs. 
The specimen, cleaned by swabbing with alcohol if it is greasy, is 
immersed in the solution. If the specimen is too large, the solution 
may be poured over it and allowed to react for a few minutes. At short 
intervals, the piece is removed and washed with hot water, the structure 
is examined and the process repeated until the desired effect is obtained. 
In general, satisfactory etching requires from 30 to 90 sec. It is best to 
make up fresh solution each day, or after.a number of specimens have 
been etched. To save time, a stock solution of hydrochloric acid may 
be made up and the appropriate amounts of hydrofluoric acid solution 
added to given volumes when the reagent is to be used. 

Nichrome crucible tongs are used in this laboratory to hold the 
specimens. With most alloys, no after dip is necessary, except in the 
case of alloys containing copper, which become covered with a black 
coating during the etching. This coating is removed by immersion in 
concentrated nitric acid solution, which does not otherwise alter the 
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Fic. 5.—Ercuep In 8.7 PER CENT. HF-13 peR cent. HCl soLUTION; sHOWS 
STRUCTURES, DEVELOPED IN FULL CROSS-SECTION OF GAGE LENGTH OF TWO TEST BARS 
CAST FROM SAME STRONG ALUMINUM ALLOY; BARS SHOWED A DIFFERENCE OF 10,000 
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Fig. 6.—ETcHED IN 8.7 PER ceNT. HF-13 PER CENT. HCl soLutTion; sHows 
ELONGATED GRAINS IN CROSS-SECTION OF SPECIMEN CUT IN DIRECTION OF ROLLING 
FROM A 3-IN. HOT-ROLLED SLAB OF MANGANESE- -ALUMINUM ALLOY. ~X 10, 
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results of the etch. Attempts to avoid the use of this after dip by com- 
bining the nitric acid with the hydrofluoric acid-hydrochlorie acid sol- 
ution were unsuccessful; the surface always lacks the characteristic bril- 
liance of the hydrofluoric acid-hydrochloric acid-water etch. 


Fic. 7.—ErcHep IN 8.7 PER cENT. HFE-13 PER cenT. HCl SOLUTION; SECTION 
ACROSS FLATS OF 44 IN. EXTRUDED HEXAGONAL ROD OF STRONG ALUMINUM ALLOY 
TYPE; SHOWS VARIATION IN GRAIN SIZE FROM EDGE TO EDGE OF ROD. X 10, 


No claim is made that this etching procedure is applicable to all 
types of aluminum alloys in all conditions. It has been used, however, 
on a wide variety of alloys, cast, rolled and heat treated, with so much 
success that it has been concluded that it is more generally useful than 
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the etches hitherto commonly applied. Some of the results obtained 
are depicted in the accompanying illustrations, most of which require no 
detailed comment. They show, in general, how the brilliant and 
detailed results obtained may aid in the examination and study of 
various structures. 

Fig. 14 illustrates the structure developed in a sheet of 99.2 per cent. 
aluminum, using the etch just described. The excellence of the result 
is apparent, both with regard to brilliance of the surface and excellence 
of the “oriented luster,’’ which serve to make the contrast prominent. 

The result could not be matched using 10 per cent. sodium hydroxide 
or by following Czochralski’s® directions. With the former, only the 
faintest outline of grain structure could be produced, and by the latter 
method the sheet was tarnished so badly as to obscure the structure and 
to cause, at times, groups of grains to appear as one. The tarnish 
referred to has been mentioned by various investigators; it could not be 
removed chemically. i 

By first quickly dipping the sheet in concentrated hydrochloric acid 
followed by immersion in the alcoholic hydrofluoric acid solution and 
again dipping in hydrochloric acid, results were obtained which were 
quite comparable to those arising from the etch described in this paper. 
Even so, great care must be taken not to prolong the hydrochloric acid 
dip, or the tarnish forms. Furthermore, the use of alcoholic hydrofluoric 
acid solution prolongs considerably the necessary time of etching. 
Accordingly, it is felt that the etch just described is more nearly fool- 
proof and of better general character than is that in which the hydro- 
fluoric acid dip is followed by hydrochloric acid. 

Mention should be made of the etching procedure developed by 
Carpenter and Elam® by which the specimen is immersed in an alcoholic 
solution of sodium hydroxide, water then being added drop by drop until 
fine bubbles indicate reaction; after etching in this solution the specimen 
is transferred to a very dilute solution of hydrofluoric acid (1 to 2 per 
cent. in water). The results obtained by use of this procedure were not 
very encouraging and could not compare with those produced by the 
hydrofluoric acid-hydrochloric acid etch. 

Figs. 2 and 3 depict the structure developed in specimens cut from 
the corners of ingots and show the great brilliance and contrast produced, 
thus allowing a careful study of cast structures. Fig. 4 is represen- 
tative of an ingot of the strong-alloy type. The sharply chilled region 


* Figs. 1 to 8, inclusive, were taken using a Zeiss 75-mm. microplanar objective; 
earbon arc, oblique illumination; Wratten orange E-22 filter. Fig. 9 was taken with 


a Zeiss 35-mm, microplanar objective, using vertical illumination, the other condi- 
tions being the same, 


5 Loc. cit. 
6 Proc. Inst. of Metals (1920) 24, 83. 
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Fig. 8.—ErcHep In 8.7 PER CceNnT. HF-13 per cent. HCl soLurion; TRANS- 
VERSE SECTION THROUGH,DEFECTIVE WELD IN 5 PER CENT. SILICON-ALUMINUM TEST 
BAR. ETCH DEVELOPED FOUR THINGS: BOUNDARY BETWEEN WELD AND BAR, CAVITIES 
BETWEEN BAR AND METAL OF WELD, GRAIN SIZE OF EDGE, START OF DEVELOPMENT OF 
DENDRITIC STRUCTURE IN GRAINS. X 10. 
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3. 9.—ETCHED IN 8.7 PER CENT. 
DENDRITIC STRUCTURE IN SPECIMEN CUT 
4.09 PER CENT., Cu + Fe + Si 0,44 PER 


HF-13 per cent. HCl SOLUTION; SHOWS 
FROM INGOT OF FOLLOWING ANALYSIS: Mg 
CENT,, BALANCE ALUMINUM. X 5(0, 
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due to the mold wall is readily recognizable ; beyond, the larger grains 
are evident. Note should also be taken of the development of den- 
dritic structure. 

Fig. 5 illustrates the application of this etch to production studies. 
In this case one bar showed a considerably higher strength than did the 
other bar. Coarse etching revealed the disparit¥ in grain size. Although 
this might not account entirely for the differences, it may give a clue as to 
the fundamental defect. 

Figs. 6 and 7 show the results ebeiied with Cent material, which 
is in general the most difficult to etch successfully for grain structure. 
The application to rolling or extrusion studies is apparent. 

Fig. 8 portrays the result obtained in etching a defective welded sec- 
tion in which the weld, cavities, and bar structures are clearly revealed. 
Fig. 9 illustrates the application of this etch in development of dendritic 
structures in aluminum-magnesium alloys. 

Finally it should be pointed out that this reagent is equally applicable 
to etching for micro-examination, both for developing structure and for 
differentiation of constituents. Studies relating to the differentiation 
by etching of the various constituents met with in aluminum alloys are 
in progress in this laboratory, which will be reported in future papers. 

The author wishes to express his indebtedness and thanks to Mr. 
Edgar H. Dix, Jr. for advice and criticism of this work and paper, together 
with his appreciation of valuable assistance of Mr. George W. Wilcox 
in the photography. 


DISCUSSION 


SamuEL Danrexs,* McCook Field, Dayton, Ohio (written discussion). 

The aqueous hydrofluoric acid-hydrochloric acid reagent recommended 
by the author is a valuable contribution to the study of aluminum and its 
alloys. Its function seems to be to reveal the size, shape, and orientation 
of the grains and of the hard constituents in aluminum alloys and not to 
aid particularly in distinguishing the nature of the compounds themselves. 

Experiments on several sand-cast alloys have shown that the etching 
period varies with the composition and condition of the metal. For 
instance, the 92.5 per cent. aluminum, 4 per cent. copper, 2 per cent. 
nickel, and 1.5 per cent. magnesium alloy required only 5 sec. immersion in 
the author’s solution to reveal the grain structure satisfactorily. Because 
of the vigorous action of the solution, it would appear advisable to move 
the specimen about in order to prevent the hydrogen from preventing 
action locally on the surface of the specimen. 


* Chief, Metals ee Materials Section, Engineering Division, War Dept. Air 
Service. 
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New Developments in High-strength Aluminum Alloys 


By Ropertr 8. Arcuer* AnD ZAY JEFFRIES,| CLEVELAND, OHIO 
(New York Meeting, February, 1925) 


Ir 1s about fifteen years since the development in Germany, largely 
by Alfred Wilm, of the aluminum alloy called duralumin. In this 
alloy, combining as it does the tensile strength of mild steel with the 
lightness and corrosion resistance of aluminum, a distinctly new material 
was presented to the engineering world. Despite the evident usefulness 
of this material, however, its commercial development has been slow, 
due in part to the difficulties involved in its fabrication. 

In view of the potentially great utility of strong aluminum alloys, it 
seemed desirable to find means of producing such alloys with better 
fabricating properties, and work was undertaken with this object in the 
laboratories of the Aluminum Company of America several years ago. 
This work has resulted in the production of two new types of aluminum 
alloy of the “‘strong alloy” class, having distinctly improved fabricating 
qualities. The knowledge gained has also made it possible to pro- 
duce alloys of the duralumin type with greater strength and hardness 
than previously obtained. There have thus been made available 
some new engineering materials which it is the object of this paper 
to describe. 

These alloys, including duralumin, are fundamentally wrought 
alloys. Castings of the same compositions heat treated in the same 
manner give inferior physical properties, particularly as to ductility. 
The statements made subsequently concerning properties and heat 
treatment apply to material that has received sufficient working to 
thoroughly break down the cast structure. The material referred to 
has, in general, undergone a reduction in section of at least 80 per cent. 
by mechanical working. It may be mentioned in passing that other 
compositions have been found that are suitable for the production of the 
maximum physical properties in heat-treated castings. 


* Metallurgist, Research Bureau, Aluminum Company of America. 
} Consulting Metallurgist, Aluminum Company of America. 


ati 


ROBERT S. ARCHER AND ZAY JEFFRIES 829 


CoMPOSITION AND PROPERTIES OF DURALUMIN 


The essential elements added to commercial aluminum to produce 
duralumin are copper and magnesium; manganese also is generally added. 
The following is a typical composition: Copper 4.0 per cent., magnesium 
0.5 per cent., manganese 0.5 per cent., aluminum (commercial) balance. 
Iron and silicon are present in commercial’ aluminum as impurities, 
so the alloy may be expected to contain about 0.5 per cent. iron and 0.3 
per cent. silicon. 

Duralumin, in the annealed Motion ie a tensile strength of 
about 30,000 lb. per sq. in., an elongation of about 17 per cent., and a 
Brinell hardness (500-kg., 10-mm. ball) of about 50. On heating to 
500° C. and quenching in water, the strength is increased to around 
45,000 lb. per sq. in.; the elongation is usually also increased, say to about 
21 per cent. These are the properties immediately after quenching; 
on standing or “aging” a spontaneous hardening takes place, ordinarily 
reaching substantial completion within about four days. By the end 
of this time the tensile strength has reached about 60,000 lb. per sq. 
in. and the Brinell hardness about 100; the elongation is not mark- 
edly affected. 

The plasticity of the alloy is at a maximum in the annealed condition, 
being decreased by the quenching treatment, and still further by the 
aging process. This decrease in plasticity may be accompanied by an 
increase in elongation. 


PROPERTIES OF ALUMINUM-COPPER ALLOYS 


The binary aluminum-copper alloys, free from magnesium, are 
affected in a manner similar to duralumin by quenching from around 
500° C., but do not, to any important extent, exhibit the spontaneous 
hardening effect on standing at ordinary temperatures. The develop- 
ment of one of the new types of alloy about to be described was based 
on the discovery that the binary aluminum-copper alloys can be further 
hardened after the quenching treatment by reheating to temperatures 
of 100 to 200° C. and that, by the proper selection of temperature and 
time and composition unexpectedly high physical properties can be 
obtained. 

Some of the early results were obtained on an alloy containing 3.95 
per cent. copper, 0.35 per cent. iron, and 0.21 per cent. silicon. After 
quenching in water from 540° C. and aging for ten days at room tem- 
perature, the tensile strength was, in round numbers, 39,000 Ib. per sq. 
in. and the elongation in 2 in. was 30 per cent. The same material 
reheated for 48 hr. at about 150° C. gave a tensile strength of approxi- 
mately 48,000 lb. per sq. in. with an elongation of about 20 per cent. 
The reheating at 150° C., or “artificial aging,” as it has been called, has 
thus produced an increase in tensile strength of about 23 per cent. 
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It was also found that the binary aluminum-copper alloys are much 
more easily worked than the alloys of the duralumin type containing 
copper and magnesium. The fact that a tensile strength of about 50,000 
Ib. per sq. in., coupled with a high elongation, could be obtained in a 
simple aluminum-copper alloy was unsuspected, and at once suggested 
the possibility of developing an alloy of this type that would after suitable 
heat treatment give physical properties similar to those of duralumin, 

‘namely, a tensile strength of about 60,000 lb. per sq. in. with an elonga- 
tion of about 20 per cent., combined with improved working qualities. 
This has been done, and the tensile properties of the resulting alloy, 
after complete heat treatment, compare rather closely with those 
of duralumin. 

The alloy now in commercial production may contain, besides copper, 
additions of other elements, such as manganese and silicon. It is dis- 
tinguished from duralumin, chemically, by the absence of magnesium 
and, physically, by the fact that it does not harden spontaneously at 
room temperature after quenching. 

While the addition of manganese, silicon, etc. are important improve- 
ments, the heat-treating effects depend primarily on the presence of 
copper, and can best be considered with reference to the binary aluminum- 
copper alloys. 


CONSTITUTION OF ALUMINUM-COPPER ALLOYS 


Aluminum and copper form a hard, brittle, crystalline compound 
whose composition is represented by the formula CuAls, corresponding 
to 54 per cent. copper. This compound forms a eutectic with aluminum 
containing about 33 per cent. copper and melting at 548° C.! Copper 
dissolves in solid aluminum up to about 5.5 per cent. at the eutectic 
temperature. The solubility decreases with falling temperature, to 
perhaps 1.0 per cent. at room temperature. 

The constitution of the alloys containing up to 8 per cent. copper is 
shown graphically in Fig. 1. The line AD is the liquidus, above which 
all alloys are completely molten. The line AB marks the end of solidi- . 
fication of the solid-solution alloys, and BF is the eutectic horizontal. 
The line BS is the solubility curve of CuAl, in solid aluminum. The 
phases that are stable within each region of temperature and composi- 
tion are indicated in the diagram. 


THEORY OF HEAT TREATMENT 
The idea that the variation in the solubility of CuAl, in aluminum 


with temperature is responsible for the heat-treating and aging effects 
in duralumin was first advanced by Merica? and his associates. 


1 sao Hotta by C. S. Taylor, Reser Bureau, Aluminum Com- 
pany of America. 

2P. D. Merica, R. G. Malvenpoe and H. Scott: Heat Treatment of Duralumin. 
Trans. (1920) 64, 43, 
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They held that the effect of the quenching from around 500° C. was 
to bring into solid solution some of the structurally free CuAl, of the 
annealed metal. Suppose that an alloy containing 4.0 per cent. copper 
is annealed at about 350° C. and cooled slowly, and suppose that the 
solubility of copper in aluminum at room temperature is 1.0 per cent.; 
then in the annealed metal there should be 1.0 per cent. of copper in Pod 
solution and 3.0 per cent. of copper in the form of free CuAls. Now, if 
the alloy is heated to a little over 500° C.,and held for a sufficient tie 
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Fic. 1.—ConstTITuTION OF ALUMINUM-COPPER ALLOYS. 


all of the copper will be taken into solid solution. It is assumed that this 
solid solution is retained at room temperature by quenching. This solid 
solution is harder and stronger, but less plastic than the aggregate of 
more dilute solid solution (1.0 per cent. copper) containing relatively 
large particles of free CuAl». 

The supersaturated solid solution retained at room temperature by 
quenching is unstable, and it is supposed that on standing, or aging, 
there is a gradual precipitation of CuAl, in the form of very fine particles. 
Merica postulated that the formation of this finely dispersed CuAl, is 
the cause of the age-hardening of duralumin. 
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The idea that precipitation of a compound from solid solution could 
cause an inerease in hardness was contrary to general opinion at the 
time. Merica recognized that the growth of the small particles, as by 
annealing, caused softening. He therefore considered that there was a 
critical size of particle which produced maximum hardness and referred 
to this condition as “‘critical dispersion.” 

This theory was bold in conception inasmuch as the particles precipi- 
tated during aging are too small to be visible under the microscope and, 
according to Merica, remain submicroscopic even after the alloy is 
heated to 300° C. The evidence on which the theory is based is indirect, 
but strong, and subsequent work indicates that Merica’s explanation is 
correct in principle, although it seems that in the case of duralumin 
another compound, Mg,Si, is involved. It has been shown by the 
National Physical Laboratory, Teddington, England, that the solubility of 
this compound in solid aluminum decreases with decreasing temperature 
very much as does that of CuAl,. The binary alloys of aluminum with 
the compound Mg,Si show age-hardening at room temperature whereas 
the binary aluminum-copper alloys do not, to any substantial extent. 
It is a question whether the room temperature aging of duralumin is due 
entirely to the precipitation of Mg.Si, or whether the presence of magne- 
sium in the alloy induces a precipitation of CuAl, or perhaps some 
complex compound, at room temperature. 

In the case of the binary aluminum-copper alloys, it is only the com- 
pound CuAl, that is involved. Precipitation does not occur spontane- 
ously at room temperature, but only on heating to somewhat elevated 
temperatures. Effective temperatures at which to produce hardening 
by precipitation or aging are from 100° to 175° C. 


MeEcHANISM OF HARDENING 


A mechanism has been* proposed to account for the hardening of 
alloys by the precipitation of a hard constituent in finely divided form. 
The small particles of a hard and inherently strong constituent are con- 
sidered to act as “keys” on the crystallographic planes of easy slip of the - 
matrix, mechanically opposing or ‘interfering’? with the relative move- 
ment of crystal fragments along these planes. The effectiveness of these 
particles in opposing slip increases as their size decreases, because more 
planes can be keyed and at more points, by a large number of small 
particles than by a small number of large particles. The average particle 
diameter at critical dispersion is considered to be on the order of 10-7 em. 


THe AL UMINUM-MAGNESIUM-SILICON ALLOYS 


It was shown by Wilm that alloys made by the addition of magnesium 
to commercial aluminum could be hardened by quenching from around 


*Zay Jeffries and R. 8. Archer: Slip Interference Theory of the Hardening of 
Metals. Chem. & Met. Eng. (1921) 24, 1057. 
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500° C. followed by aging at room temperature, although Wilm seems 
to have been unaware, even as late as 1919, of the role of silicon in these 
alloys. The work at the National Physical Laboratory, mentioned 
above, indicated very strongly that it was the compound Meg.Si which 
is responsible for the age-hardening effect. 

Aluminum forms, with the compound Meg.Si, a binary system whose 
constitution is represented in the diagram of Fig. 2. The maximum solu- 
bility of the compound in solid aluminum, occutring at 590° C., is 1.6 
per cent., corresponding to a magnesium content of about 1.0 per cent. 
and a silicon content of about 0.6 per cent. This solubility decreases 
with temperature, like that of CuAls. 

After experimenting with alloys of various compositions at the 
National Physical Laboratory, it was concluded that the age-hardening 
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Fiq. 2.—ConsTITUTION OF ALUMINUM-MAGNESIUM-SILICIDE ALLOYS, ACCORDING TO 
HANSON AND GAYLER. 

effect was proportional to the amount of the compound Mg,Si dissolved. 

The age hardening is presumably due to the formation of very small 

highly dispersed particles of Mg.Si. 

Consider an alloy containing 1.0 per cent. magnesium and 0.6 per 
cent. silicon. In the annealed condition some of the silicon and magne- 
sium is in solid solution in the aluminum, corresponding to the solubility — 
at room temperature. The remainder is present in the form of undis- 
solved particles of Mg,Si of fairly large size, say from 10~* to 10—* cm. in 
diameter. The alloy is then in its softest and most plastic state. By 
heating at a temperature just under the melting point of the eutectic, 
say 575° C., most of the Mg,Si is dissolved in the aluminum and the 
solid solution is retained by quenching. This solid solution is found 
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to be decidedly stronger, harder, and less plastic than the aggregate from 
which it was formed. On aging there occurs a precipitation of Mg»Si 
from this supersaturated solid solution, in the form of very fine particles; 
this precipitation causes a further increase in hardness and decrease 
in plasticity. 

The strength attained in alloys of this type by quenching from a 
high temperature and aging at ordinary temperature is not very great— 
usually well under 40,000 Ib. per sq. in. The Brinell hardness is only 
about 70, which is not enough for satisfactory machineability, nor in 
many cases for satisfactory resistance to deformation. The yield point 
is also comparatively low. 

In the laboratories of the Aluminum Company of America, it was 
found that the hardness, strength, and elastic ratio of these alloys could 
be further increased to a marked extent by artificial aging, that is by heat- 
ing for suitable periods of time at temperatures from about 100° to 175° 
C. By this means, it was possible to obtain a tensile strength as high as 
54,000 Ib. per sq. in., a Brinell hardness of 120, and a yield point of about 
40,000 lb. per sq. in. These changes were, of course, accompanied by 
a decided decrease in plasticity. 

This discovery greatly increased the potential usefulness of this type 
of alloy. It was also found that these alloys possess excellent working 
qualities, the capacity for cold working in particular being quite remark- 
able. This may be judged from the fact that, in the annealed condition, 
the tensile strength may be as low as 15,000 Ib. per sq. in. and the Brinell 
hardness less than 30, values only slightly higher than those for com- 
mercially pure aluminum. A hardness increase from 28 to 120 by heat 
treatment alone is, we believe, of a magnitude unique among non- 
ferrous alloys. 


Two New Tyres or ALLOY 


There are thus available two new types of strong aluminum alloy, 
the characteristics of which may be briefly summarized as follows: 

1. The aluminum-copper type: shows substantially no hardness 
increase on aging at ordinary temperatures after quenching from around 
500° C., but is susceptible to marked hardening by reheating at 100° 
to 175° C. (artificial aging). 

2. The aluminum-magnesium-silicon type: hardens to some extent 
on aging at ordinary temperatures, but is hardened to a further, and 
practically very important, extent by artificial aging. 

Both of these types possess decidedly better working qualities than 
duralumin. The combination of copper and magnesium in aluminum 


seems to lead to comparatively poor working qualities, as in alloys of the 
duralumin type. 
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SUMMARY OF HARDENING THEORY 


The mechanism of the changes brought about by heat treatment and 
aging is essentially the same for all the strong aluminum alloys. The 
hardening effects on aging are caused by the precipitation of hard consti- 
tuents in the form of very small particles; this may take place spontane- 
ously at room temperature or may require slightly elevated temperatures. 
The precipitation is from supersaturated solid solutions, formed by 
rapidly cooling the alloys from temperatures at which the constituents 
are considerably more soluble than at the aging temperature. Age 
hardening, therefore, depends on the presence of hard constituents, the 
solubility of which increases with temperature. Obviously the amount 
of such constituents in the alloy must exceed their solubility at the 
aging temperature. 


CONDITION OF ALLOYS AFTER WORKING 


The change of solubility of CuAl, and Mg,Si with temperature seems 
to be most rapid just below the eutectic temperatures; as the temperature 
decreases, the rate of change decreases. 

Most hot-working operations end at temperatures around 350° C. 
or lower, and are ordinarily followed by fairly slow cooling; precipitation 
is therefore substantially complete, and in the form of large particles. 
It is in this form that the hard constituents have the least effect on the 
strength and hardness of the alloys. When the finishing temperature 
after hot working is low, or when there is subsequent cold working, the 
alloys are ‘‘strain hardened”’ just as all metals are hardened by mechan- 
ical working below their temperatures of recrystallization. Such hard- 
ening is accompanied by marked decrease in ductility. 

The structure of the strong aluminum alloys after the usual working 
is therefore favorable to softness, as regards the condition of the alloyed 
constituents, but this structure as a whole is hardened and embrittled to 
varying extents by the varying degrees of cold work that have been 
carried out. 

‘ANNEALING 


These alloys can be softened by annealing at 300° to 350° C. The 
removal of the hardness caused by cold working is due to recrystalliza- 
tion and grain growth in the aluminum-rich solid-solution matrix. Soft- 
ening by this mechanism continues as the temperature is raised, and 
would be more effective at temperatures just under the melting point 
than at the intermediate temperatures given above. If annealing at 
such high temperatures is attempted, however, it must be followed by 
very slow cooling, or hardening effects will be obtained. All of these 


alloys are to some extent ‘“‘air hardening.” 
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The hardness of the heat-treated alloys is due to the retention of 
solid solution and the precipitation of many very small hard particles. 
These hardening causes are removed on annealing by precipitation and 
the growth of the precipitated particles to relatively large size. 

Softening takes place slowly at temperatures as low as 150° C.; 
it is practically complete at 300 to 350° C. 


SoLuTION Heat TREATMENT 


Close temperature control is required to get the best results from the 
solution heat treatment, for the temperature must be high enough to 
dissolve as much as possible of the soluble constituents but not high 
enough to cause any fusion. There is no sharp “‘critical point” that 
must be exceeded as in carbon steel. The process is more analogous to 
the hardening of high-speed steel, the degree of improvement increasing 
continuously with the temperature of treatment up to the point of 
incipient fusion. This would, of course, not be true in “mild”’ alloys 
in which the quantities of soluble constituents present became com- 
pletely soluble at lower temperatures. 

The time required for the solution and diffusion of the soluble con- 
stituents depends on the amount of working the material has received. 
In one series of experiments, it was found that for 1<-in. sheet a heat- 
ing of 2 min. gave results substantially as good as any longer period; 
30 min. at heat should be sufficient for any material that has been 
thoroughly worked. 

There is probably a critical rate of cooling from the solution treat- 
ment that will just retain the solid-solution structure, slower rates allow- 
ing more or less precipitation. The critical rate probably varies with the 
composition of the alloy, the temperature of the solution treatment, and 
to some extent with the time at heat. No attempt has been made to 
determine these critical cooling velocities with precision. Experiments 
of a qualitative nature have shown that cooling in still air is too slow. 
Quenching in oil seems, in some cases, to give results slightly inferior to 
quenching in water. Quenching in boiling water is generally held to 
give a sufficiently rapid rate of cooling. While cooling in still air is 
too slow for proper execution of the solution treatment, it is too rapid 
for softening. 


PRECIPITATION TREATMENT 


The solid solutions resulting from the solution treatment are unstable 
at ordinary temperatures. There is a tendency for precipitation to 
take place. This tendency is opposed by the rigidity of the structure. 
The aging of duralumin that occurs naturally at room temperature is 
reported to be completely inhibited at the temperature of liquid air. 
The precipitation of CuAl, in the binary aluminum-copper alloys of 
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ordinary purity is practically inhibited at room temperature. These 
alloys must be heated above room temperature to allow the precipita- 
tion to take place freely. 

The rate of precipitation increases with the temperature; precipita- 
tion can be obtained in a very short time at 250° C., for example. It is 
not feasible to carry out the precipitation treatment for the maximum 
strength at such temperatures, however, because the precipitation of 
the hard particles is quickly followed-by, particle growth with conse- 
quent softening. 

This softening follows the initial hardening even at 125° C. For 
the commercial alloy of the aluminum-copper type, softening does not 


_ begin until after about twenty days at 125°C. At 150° C. the strength 


increases up to about two days and then begins to decrease. The alloy 
may be heated for sixty days at 125° C. or for fifteen days at 150° C., 
however, and still retain a strength in excess of 55,000 Ib. per sq. in. 

The precipitation treatment for hardening thus merges into annealing 


as the temperature is raised and the time extended. The regular 
sequence of changes during precipitation treatments at 100° to 200° C. 


consists of a gradual increase in strength and hardness up to a maximum, 
followed by a gradual decrease. The maximum is attained more quickly 
as the temperature is increased, but is in general higher as the tempera- 
ture is decreased. The maximum in hardness may be attained after the 
maximum in tensile strength. 

The plasticity of the alloys decreases during the precipitation treat- 
ment, at least until softening begins. In the aluminum-magnesium- 
silicon alloys, the elongation decreases from the beginning and continues 
to decrease until the point of maximum hardness is passed. The elonga- 
tion of the aluminum-copper type of alloy is not greatly affected during 
the early stages of the treatment, especially at temperatures up to 
125° C.; there may even be a slight increase in elongation. Maximum 
hardness, however, is accompanied by decreased elongation. 

It will be apparent that the precipitation treatment may be varied 
both as to time and temperature according to the properties desired in 
the final product. If a high degree of hardness is wanted, and ductility 
is not important, the material may be aged at 150° to 175° C. until 
maximum hardness is attained. If ductility is an important consider- 
ation, it is better to carry out the treatment at 100° to 150° C. and stop 
before the attainment of maximum hardness. 


CommeERcIAL ALLOY OF ALUMINUM-COPPER TYPE 


In selecting a specific composition for a commercial alloy of this 
type, the aim was to provide a material having, in the fully heat-treated 
condition, physical properties approximately equal to those of duralumin, 
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but retaining the superior fabricating qualities of the aluminum-cop- 
per type. 

In the final product the copper may exist in three forms: (1) In solid — 
solution or atomic dispersion; (2) as fine, highly dispersed particles of 
CuAls, produced by precipitation from the solid solution at temperatures 
below 200° C.; (3) as relatively large particles of CuAl, that have never 
been in solid solution. 

In any of these forms copper is a hardening agent, being most effective 
in the second form, then in the first form, and least effective in the third 
form. ‘The hardness of the alloys may, therefore, be expected to increase 
with the copper content, but less rapidly after the limit of maximum solid 
solubility is exceeded. The homogeneity of the final product will be 
greater if the copper content is such that all of the CuAl, can be dissolved 
in the solution heat treatment. Furthermore, although large undissolved 
particles of CuAl, contribute to hardness, they do not necessarily contrib- 
ute to strength, as they seriously interrupt the continuity of the matrix 
and detract from plasticity and ductility. 

These considerations indicate that the maximum strength should 
be obtained with a copper content near the limit of solid solubility, which 
appears to be about 5.5 per cent. Practically, however, it is impossible 
to take full advantage of this maximum solid solubility on account of the 
very close temperature control that would be required. This maximum 
solubility occurs only at the eutectic temperature. A solution heat 
treatment carried out a few degrees below this temperature would fail 
to result in complete solution, and a treatment a few degrees above the 
eutectic temperature would cause incipient fusion and ruin the material. 

Copper in any of the forms described decreases the plasticity of the 
alloys (although not necessarily the per cent. elongation in the tensile 
test). The alloys are, therefore, more workable, the lower the copper 
content. The selection of copper content thus becomes a compromise 
between strength and workability, with the maximum amount indicated 
at about 5.5 per cent., unless for some special purpose greater hardness 
is desired. 

Silicon also has been found useful as a strengthening addition. The 
function of silicon is complicated by its apparent interaction with the 
iron present as an impurity. It has been found that the addition of iron 
alone, in sufficient amount, greatly decreases the strength of the alloys 
and even seems to inhibit the improvement by heat treatment. An alloy 
containing 3.94 per cent. copper, 1.22 per cent. iron, and 0.31 per cent. 
silicon, tested in the form of )¢-in. sheet, had a tensile strength of only 
31,450 lb. per sq. in. after quenching from 530° C. and aging five days at 
room temperature. On aging for 22 hr. at 150° C., the strength was not 
increased. ‘This quantity of iron would not ordinarily be encountered 
in alloys made from a good grade of aluminum ingot, but the example 
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illustrates the direction of the effect of iron. Silicon seems to be able to 
- counteract, to some extent, the effect of iron, probably: by the formation 


of an iron silicide or a ternary compound containing aluminum, iron, and 
silicon. In addition to its interaction with iron, silicon may exert a 
strengthening effect by entering the solid solution, for it is appreciably 


' soluble in solid aluminum. 


: 


The harmful effect of iron on the strength of these alloys and the 
- possibility of partly neutralizing this effect by the-addition of silicon are 


_ illustrated by the following examples: An alloy was made up containing 
_ approximately 3.75 per cent. copper with the usual amount of silicon, 


but with an iron addition of about 1 per cent. An ingot was cast from 
this alloy and an addition was then made of about 1 per cent. silicon. 
A second ingot was then cast. Both ingots were forged in the same 
manner and specimens were heat treated together. The analyses of the 
two lots of material were as follows: 


CoppPER, Tron, SILICON, 
No. Per Cent. Per Cent, Per CrEnt. 
3507 3210 22 (22 
3508 3.58 j leva lif 1.16 


Immediately after quenching in water from 528° C., the tensile 
properties of these alloys were as follows: 


~ TENSILE STRENGTH, ELONGATION 
No. Ls. PER Sa. In. In 2 In., PER Cent. 
3507 28,090 29.5 
3508 38,750 29.25 


Specimens given an additional treatment of 18 hr. at 150° C. had the 
following properties: 


TENSILE STRENGTH, ELONGATION 


No. Ls. PER Sa. IN. In 2 In., Per CENT. 
3507 27,130 ; 31.0 


3508 42,595 23.25 


Manganese has been found to increase the strength of the alloys 
and to impart a somewhat fibrous structure, which seems to favor the 
retention of ductility when the precipitation process is carried towards 
completion. A suitable manganese content is 0.5 to 1.0 per cent. 


CoMMERCIAL ALLOY OF ALUMINUM-MAGNESIUM-SILICON TYPE 


This type of alloy can be made surprisingly soft by annedling, its 
hardness in the softest condition comparing with that of ordinary “‘pure”’ 
aluminum. Combined with this is a great potential hardening power. 
The Brinell hardness can be quadrupled by a suitable combination of 
composition and heat treatment. The tensile strength attainable is 
only about 54,000 Ib. per sq. in. and even this is at a considerable sacrifice 
of ductility. As the aluminum-copper alloy provides higher strength 
when necessary, it seems advisable in the aluminum-magnesium-silicon 
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type of alloy to take full advantage of the remarkable cold-forming prop-~ 
erties rather than strive for the maximum strength and hardness. 
Theoretically, maximum hardening power should be obtained when 
the ratio of silicon to magnesium is just right to form the compound 
Mg.Si. Actually, the iron content of the alloy must be taken into account, 
as the iron may combine with some of the silicon and render it insoluble. 
It is, therefore, logical that the silicon content should exceed the theoret- 
ical ratio. The amounts of magnesium and silicon to be used are 
governed somewhat by the principles described in connection with the 
aluminum-copper alloys. It has been found, however, that when the 
amount of Mg.Si present is considerably less than that required to form a 
saturated solid solution, an addition of an excess of either magnesium or 
silicon materially increases the hardness and strength. This may be 
due to their effects per se or to their effects on the solubility of Mg,Si. 


MECHANICAL PROPERTIES 


The development of the full mechanical properties of which the alloys 
are capable is dependent on thorough mechanical working. These alloys 
are available in the form of sheet, bar, rod and wire, tubing, and shapes, 
both rolled and extruded. Sheet in thicknesses up to 1¢ in., wire and bar 
up to 34-in. diameter, tubing and extruded molding and shapes may be 
considered as worked sufficiently to insure the development of the 
maximum properties. This applies to present average commercial 
practice. When necessary, comparable degrees of mechanical working 
may be obtained in heavier sections by starting with larger ingots. 
This has been done in the case of some heavy forgings. 


Cold Worked 


These alloys are ordinarily used only in the heat-treated condition. 
It may, nevertheless, be of interest to indicate the properties that may be 
expected as the result of hot working followed by more or less cold 
working. After such treatment the aluminum-copper alloy will, in gen- 
eral, have a tensile strength of 30,000 to 45,000 lb. per sq. in. with an 
elongation of 10 to 3 per cent. in 2 in.; while the aluminum-magnesium- 
silicon alloy will have a tensile strength of about 17,000 to 30,000 lb. per 
sq. in. with an elongation of 15 to 5 per cent. 


As Extruded 


Extruded material receives a partial heat treatment from its method 
of manufacture and, consequently, has a fair tensile strength combined 
with a very good elongation, as compared with cold-worked material. 
The following are typical values, although considerable variations are to 
be expected on account of variations in the conditions of extrusion. 
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T : BRINELL 
Grane Yrevp Port ELONGATION Arorenay rere 
ALLOY Ls. pzr Sa. In. Par Cant.’ In 2 In, 500-Ka. 
Par Crnt. 
Al-Cu.. bette eee esas 30,000-40,000 15,000-20,000 10-18 50-65 
PA Mg Si, Sys « « 20,000-30,000 9,000-13,000 18-25 40-55 
f 
Annealed 


After annealing at about 350° C., followed preferably by slow cooling, 
these properties may be expected: : . 


BRINELL 
TENSILE Etoneation Harpness, 
STRENGTH, In 2 In., 10-mm. Batt, 
ALLOY Ls. per Sa. In. Prr Crnt. 500-xKa. 
NEA CTIO cso «cy Nn a ee 25,000-35,000 15-20 45-55 
eT i eis dale ky essa Sete 14,000-18,000 15-30 23-30 


As Quenched 


The range of temperature recommended for the solution treatment — 
is 515° to 540° C., which is suitable for both alloys. After quenching 
from this temperature, it will be remembered, the aluminum-copper 
alloy is substantially stable at ordinary temperatures whereas the alu- 
minum-magnesium-silicon alloy undergoes a certain amount of age- 
hardening. The properties here given include the effect of this room 
temperature or “natural” aging. 


‘TBRINELL 
TENSILE ELONGATION HARDNESS, 
STRENGTH, Yretp Pornt, In 2 In., 10-mm. Batu, 
ALLOY Ls. PER Sq. In. Ls. pur Sa. In. Per Cent. 500-xa. 
INCI ty pel eae ee 45,000-53,000 18,000—25,000 15-20 70-85 
PMSIVIGASI fem ccc ss vee 30,000-40,000  15,000—20,000 20-30 55-70 


Heat-Treated Temper 


The fully heat-treated condition includes the effects of both solution 
and precipitation treatments. The precipitation may be varied consid- 
erably according to the properties desired. The properties here given are 
considered suitable for average purposes, and are generally obtained by a 
precipitation heat treatment of from 4 to 18 hr. at 100° to 160° C. 


BRINELL 
TENSILE ELonGaTIon HARDNESS 

STRENGTH, Yieip Pornt, TN 2 LN:; 10-mm. Batu, 
-ALLOY Ls. Pur Sa. In. Ls. peR Sa. IN. Per Cent. 500-Ka. 
NIC UMMM tere hoe eta 55,000-63,000 30,000—40,000 18-25 90-110 
Al-Mg-Si............... 45,000-50,000  30,000-40,000 10-18 85-100 


OTHER PuysicaAL PROPERTIES 


Young’s modulus £ for both alloys is about 10,000,000 lb. per sq. in. 

The specific gravity of the aluminum-copper alloy is about 2.79, and 
of the aluminum-magnesium-silicon alloy about 2.69. 

In the fully heat-treated condition, the aluminum-copper alloy has 
an electrical conductivity of about 30 to 35 per cent. of the annealed 
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copper standard, while for the aluminum-magnesium-silicon alloy the 
values are approximately 40 to 45 per cent. 

The thermal conductivities, in C. G. S. units, are numerically very 
close to the above electrical conductivity values. 


MACHINEABILITY 


These alloys in the heat-treated temper are readily susceptible to 
all ordinary machining operations. A somewhat novel application has 
consisted in machining from the aluminum-magnesium-silicon alloy, 
in the heat-treated condition, certain parts that are then annealed for a 
service that would otherwise require pure aluminum, a material quite 
difficult to machine. 


CoMBINATION OF TYPES 


It will be apparent that duralumin is a combination of the two 
types of alloy here described, inasmuch as it contains copper and mag- 
nesium, both intentionally added, together with some silicon, which was 
present in the aluminum ingot as an impurity. The amount of silicon 
present in an aluminum ingot is quite variable, however, hence the 
amount obtained in duralumin by accident may or may not be most 
suitable. In view of the beneficial effects of silicon, alloys have been 
prepared of the duralumin type but containing more than the usual 
amount of silicon. A typical example of this type of alloy contained 
4.32 per cent. copper, 0.78 per cent. silicon, 0.50 per cent. magnesium, and 
0.49 per cent. manganese. After forging, this alloy was heated to a 
temperature between 500° and 515° C. and quenched in water. After 
aging for three days at room temperature, the tensile strength was 59,- 
300 lb. per sq. in. and the elongation, 25 per cent. Artificial aging for 
70 hr. at 120° C. raised the tensile strength to 66,900 lb. per sq. in. with 
an elongation of 20.5 per cent. After a precipitation heat treatment of 
20 hr. at 150° C., the tensile strength was 75,300 Ib. per sq. in. and the 
elongation, 18 per cent. Thus, by combining the new information 
regarding composition and heat treatment, it has been possible to pro- 
duce an alloy of the duralumin type having greater strength and hardness 
than hitherto produced by heat treatment. 

The strength of all of these aluminum alloys can be increased by 
cold working after heat treatment, but this added strength is obtained 
at a great sacrifice of elongation. 


TrcHNnicaL Meruops or Hrat TREATMENT 


The main requirement in the heat treatment of the strong aluminum 
alloys is accuracy of temperature control. This applies more to the 
solution heat treatment and the precipitation heat treatment than to 
annealing. ‘The problem of securing uniform ‘and exact temperatures is 
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somewhat more difficult than in the heat treatment of steel because the 
temperatures are all below a visible red heat. The color of the material 
cannot, therefore, be used as an indication of uniformity of temperature 
distribution. On the other hand, the heat treatment is simplified by 
the perfect resistance of aluminum and its alloys to air at all tempera- 
tures up to the melting point. An air atmosphere is, in fact, ideal for 
all of the heat treatments. The time interval between the removal of 
the metal from the heating bath or furnace and its quenching must be as 
short as possible if best results are to be obtained. 

Accuracy and uniformity of temperature control, especially at low 
temperatures, are probably best secured by the use of liquid heating 
baths. It is not sufficient merely to employ a liquid bath; as considerable 
temperature differences may exist in a still body of liquid, it is necessary 
to circulate the bath thoroughly. For the solution heat treatment, it is 
quite common to use a bath of molten salt such as sodium nitrate. This 
bath is contained usually in a steel tank. Aluminum-alloy articles can 
be heated rapidly by immersion in such a bath. It is then common 
to quench them in hot water, to facilitate the removal of the adhering 
salt. If the aluminum is allowed to cool slowly, the salt forms a sort of 
enamel that is very difficult to remove. In any event, the salt must be 
completely removed as it may otherwise cause corrosion later on. 

For the precipitation heat treatment, a bath of circulating oil may be 
used as in the tempering of steel. This is an ideal method of securing 
quick heating and close temperature control. Of course, it involves the 
disadvantage of leaving the articles covered with oil. 

In spite of the desirable thermal properties of salt baths for the solu- 
tion heat treatment, the method is somewhat expensive and also some- 
what objectionable because of the possibility of stimulating corrosion. 
A salt bath would be especially expensive for the heat treatment of 
massive articles, such as forgings, so its use is, in general, restricted to 
light articles, such as sheet and tubing. For forgings and bars, it is 
common to use electrically heated furnaces with automatic temperature 
control. With proper furnace design and proper disposition of the work, 
satisfactory uniformity of temperature distribution can be obtained. 
The heating is much less rapid in this case so a longer time must be 
allowed in the furnace. Heating periods as long as 24 hr. have been 
used for heavy charges. It is not advisable to allow the maximum 
furnace temperature to exceed the upper limit of the heat-treating range, 
therefore the rate at which the work comes up to heat is quite slow toward 
the end of the heating cycle. 

Very good temperature control and distribution can be obtained for 
the precipitation heat treatment by the use of live steam, as in tanks 
employed for vulcanizing. This method insures rapid heating and the 
temperature can be accurately controlled by a pressure-regulating device. 
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The steam has some action on the surface of the aluminum, especially 
if the solution heat treatment has been carried out in niter. This 
surface action is more serious with thin than with heavy material. It 
is fairly objectionable in the case of sheets, for example, and not of much 
consequence in the case of forgings. The pressures needed to obtain 
the usual temperatures for the precipitation process will not, as a rule, 
exceed about 75 lb. in the line. This method is usually economical 
only when there is a source of steam available at all hours for 
other purposes. 

The precipitation heat treatment may be carried out in an air atmos- 
phere in an oven of the type used for enamelling or core baking, provided 
the temperature control and distribution are satisfactory. Such ovens 
may be heated electrically or by steam coils or by coils through which 
hot oil is circulated. 

Annealing is generally carried out in an air atmosphere. The salt 
bath would be ideal because rapid heating is desirable but it would be 
difficult to remove the salt if the metal were cooled slowly and it is 
undesirable to quench the metal because of the danger of hardening if 
the temperature should be too high and because of the distortion pro- 
duced by the quenching operation. 

Considerable distortion may result from the solution heat treatment. 
This distortion may be caused in three ways: 

1. During the heating of the metal when it is quite soft and subject 
to distortion by its own weight or by the weight of objects lying on it. 

2. In the operation of transferring the metal from the furnace to 
the quenching bath, the metal is soft and precautions must be taken to 
avoid distortion in handling. 

3. The operation of quenching sets up stresses, which may result in 
distortion. These stresses are less the slower the rate of cooling. Boil- 
ing water, for example, produces less stress than cold water, and air 
cooling less than either. 


APPLICATIONS 


The alloys here described are, in general, applicable where it is 
desired to obtain high tensile strength and ductility combined with the 
lightness, corrosion resistance, and other desirable qualities of aluminum. 
The alloy of the aluminum-copper type is suitable for the same applica- 
tions as duralumin and has the advantage of distinctly better fabricating 
qualities. The alloy of the aluminum-magnesium-silicon type is strong 
enough and hard enough for many purposes for which duralumin might 
otherwise be used and is remarkable for ease of forming. 

The alloy of the aluminum-copper type is being used in the form of 
forgings for highly stressed parts such as automobile connecting rods 
and aircraft propellers, The alloy of the aluminum-magnesium-silicon 


, 
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type is very suitable for a great variety of hardware in which considerable 
strength and hardness are desired but in which the strength of the 
aluminum-copper alloy is not necessary. 

Where very severe cold-forming operations are to be performed, 
the alloy of the aluminum-magnesium-silicofi type can be used where 
none of the other strong alloys will stand the operations. 


DISCUSSION 


I. B. Cortez, Brooklyn, N. Y.—In the Navy we are interested chiefly 
in the resistance to salt-water corrosion. We have made many parts. 
from aluminum for some of the submarines—deck plates, hatch covers 
and some very large castings. Would the addition of a small percentage 
of magnesium aid in the aluminum-silicon alloys? 


M. F. Foaurr,* Chicago, Ill—We have been interested in some work 
with alloys of a similar nature to that just discussed. The authors say 
that immediately after quenching, these aluminum alloys show an 
increase in tensile strength and hardness. The system we are working 
with, immediately after quenching, shows no greater Brinell number or 
tensile strength than after the annealing period. The increase in hard- 
ness in the first few days is very rapid, after that it is slow; it takes two 
weeks or so to reach its maximum, after which there is a gradual falling off. 

In connection with rolling, the authors stated that by rolling either 
before or after the heat treatment they were able to increase the tensile 
strength and hardness of these aluminum alloys. If we roll this alloy 
immediately after quenching nothing happens; there is no increase in 
hardness. The alloy cannot be rolled after it hardens. 

Conductivity measurements on this alloy before and after heat 
treatment show that after heat treatment the conductivity is much lower, 
then it gradually increases on aging. In view of the effect of the separa- 
tion. of the particles, thus giving a mixture rather than a solid solution, 
from the ordinary ideas of conductivity, one would expect an increase 
in conductivity. I think this supports, in some measure, the idea of the 
separation of the solute in colloidal form. 


H. S. Rawpon, Washington, D. C.—What is the function 
of the manganese? 


Zay Jerrries.—Magnesium added to the aluminum silicon casting 
alloys increases the yield point. Manganese, in the duralumin-type 
alloys, acts mainly to harden the matrix, if we consider the aluminum 
solid solution as the matrix of the duralumin alloy. The total hardness 
and strength will be a function of the hardness of the matrix plus the 
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increase in hardness in that matrix due to the precipitation of the CuAl: 
or MgSi. Manganese increases the tensile strength of the alloy in the 
quenched condition about as much as it does the strength of the final 
alloy; therefore, the hardening due to the aging effect or to the precipita- 
tion is added to the hardness of whatever matrix one has to begin with. 
So starting with the aluminum matrix, strengthening that matrix with 
the addition of manganese, then perhaps still further strengthening it by 
the addition of silicon, gives a matrix that is already quite hard and 
strong, and the added hardness and strength caused by the precipitation 
gives the final result, which is materially better than that which can be 
obtained without the manganese or the silicon. 


D. J. McApam, Jr.,* Annapolis, Md. (written discussion).;—The 
authors have done valuable work in investigating and distinguishing 
between the two types of alloy that exist in duralumin. They have 
developed details of heat treatment and have studied the effect of time 
and temperature in first hardening and then softening the alloys. 

Rosenhain, Archbutt, and Hanson, in the Eleventh Report to the 
Alloys Research Committee of the Institution of Mechanical Engineers 
(August, 1921) discuss in great detail the aluminum-copper alloys and the 
aluminum-magnesium-silicon alloys. They discuss the age hardening 
of aluminum-magnesium-silicon alloys at ordinary temperature and 
present graphs showing the effect of aging for one hour at temperature up 
to 400° C. The temperature at which maximum hardness is produced 
under these conditions is about 200° C. and the increase in hardness, of 
alloys containing magnesium and silicon in nearly the proportions of the 
compound Mg,Si, is about 50 per cent. Increase in annealing tempera- 
ture above about 200° C. causes softening. 

The Eleventh Report also discusses the aging of aluminum-copper 
alloys containing 0.5 to 5.0 per cent. copper. The authors of this report 
present data indicating that an aging effect at room temperature is 
apparent in all alloys containing 2.5 to 5.0 per cent. copper, but the actual 
increase in hardness is only small. They say that this is quite insufficient 
by itself to account for the hardening effect produced in duralumin. 
They then reheated the alloys to successively higher temperatures for one 
hour and found that a maximum hardening effect was produced by a 
temperature of about 200° C. By this treatment the maximum increase 
in hardness of the 4 per cent. copper alloy above that obtainable by 
aging at room temperature was about 50 per cent. Annealing at a 
temperature above about 200° C. caused softening. 

The British authors do not agree with American investigators in 
regard to the solubility of CuAl, at room temperature. They assert 
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that the saturated alpha solution at room temperature contains about 
3 per cent. copper instead of about 1 per cent. as indicated by investiga- 
tion in this country. 

The authors of the present paper deserve credit for investigating the 
practical possibilities of age hardening at elevated temperatures somewhat 
lower than those used by the British investigators. With the lower 
temperature and increased time of annealing, it is possible to stop the 
process accurately at the point of maximum hardness and thus probably 
obtain better physical properties than those possible with the treatment 
for one hour at 200° C. 

The authors have pointed out that the aluminum-copper alloy and 
the aluminum-magnesium-silicon alloy have better working qualities 
than duralumin. They do not mention the endurance properties of 
these alloys. It will be of great interest to know if either of these new 
alloys has better endurance properties than duralumin. Duralumin 
was a great disappointment in this respect. Although it has the 
tensile strength of mild steel, its endurance limit is less than half that of 
mild steel. 

ENDURANCE PROPERTIES OF DURALUMIN 


The endurance properties of duralumin, as determined at the Naval 
Engineering Experiment Station, are illustrated in Fig. 3. The small 
circles represent results of individual endurance tests obtained with 
quenched and aged duralumin. The zigzag line ending in the center of 
a circle represents the course of an endurance test in which the initial 
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Fig. 3.—RESULTS OF ENDURANCE TEST ON DURALUMIN BY ROTATING-CANTILEVER 
METHOD. 


alternating stress of 11,000 lb. per sq. in. was maintained for about 
80,000,000 cycles, then raised to 12,000 Ib. and maintained for 70,000,000 
cycles, then raised to 13,000 lb. and maintained for 50,000,000 cycles. 
These increases of stress were continued until the specimen finally broke 
at a stress of 16,000 lb. per sq. in. after enduring a total of about 230,000,- 
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000 cycles. The triangles represent results obtained with annealed 
duralumin. The upper and lower broken lines represent average stress- 
cycle relationship for quenched and aged duralumin and for annealed 
duralumin respectively. 

As shown, the average endurance limit for the quenched and aged 
duralumin with a tensile strength of 53,400 lb. is 12,000 or 13,000 lb. per 
sq. in. The average endurance limit for annealed duralumin with a 
tensile strength of 29,500 lb. is 10,000 or 11,000 lb. per sq. in. Enhance- 
ment of the tensile strength 80 per cent. by heat treatment, therefore, 
has not increased the endurance limit of duralumin more than 20 or 25 
per cent. above that of annealed material. 

Horizontal lines have been drawn, in Fig. 3, to represent the proof 
stress,‘ Johnson’s limit, and elastic limit of the quenched and aged dura- 
lumin. The field of usefulness of this duralumin is represented by the 
area below the dotted line of elastic limits and below the broken line 
representing average stress-cycle endurance relationship. As shown by 
these two lines meeting at an abscissa of about 9,000,000 cycles, whether 
the elastic limit or the endurance properties are of greater importance 
depends on the number of cycles of stress that the material will undergo 
in service. If in service duralumin is to be subjected to less than about 
9,000,000 repetitions of important stress range, the basis of design should 
be the elastic limit. If more than about 9,000,000 repetitions 
of an important stress range must be endured, the basis of design should 
be the endurance limit. 


SPECIFIC ENDURANCE 


In order that a light alloy may compete with other metals and alloys 
that are used in machinery parts in which endurance properties are of 
chief importance, the endurance limit must be above a minimum that 
depends on the specific gravity. 

Two cylindrical machinery, parts have equal endurance for repeated 

tf 2 
tension-compression when ce = ae ; where S represents the endurance 


ae : nS W DGa ; 
limit and D the diameter. Under such conditions —, = p2q in which 


Ww’ 
W Sy : ; rt WOR Ss aG, 
represents total weight and G the specific gravity. .°. gy = a‘ ap 
Ww S-5G 
S! 
7 
Ory =e" The total weights are, therefore, inversely proportional 
G 


“ By “proof stress” is meant the stress that produces a permanent set of 0.01 per 
cent. 
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S e 
to g The specific endurance for repeated tension compression may, 
therefore, be represented by * 


T 5 : Se 
wo cylindrical machinery parts have equal endurance for repeated 
: S’ D8 W D2 ae ! 
b d — = ——e —_—_ = 2 W 38 G 
end or torsion, when S =p But W' > Deg. yr (=) qr or 


W .  S@aieses Wie sy 
wi @ + @ The total weight is proportional to specific gravity 
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Fig. 4.—SPECIFIC ENDURANCE; REPEATED TENSION OR COMPRESSION. 


and inversely proportional to the endurance limit raised to the two-thirds 
power. Specific endurance for repeated bending or torsion, therefore, may 
S36 
be represented by ven 
Two alloys of equal specific endurance can compete on terms of 
equality for use in machinery parts in which lightness is of primary 
importance. As the specific-endurance formulas for tension compression 
VOL, LXXI.— 54 
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and for repeated bending or torsion are different, it is evident that two 
alloys which compete on equal terms for the former use do not compete 
on equal terms for the better use. 

Fig. 4 illustrates specific-endurance relationship for repeated tension 
and compression. Abscissas represent specific gravity, the maximum 
abscissa representing the approximate specific gravity of steel. Each 
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Fig. 5 represents specific-endurance relationship for pepeeied bending or 
torsion. As under these conditions, specific endurance me en the lines 


of equal specific endurance in this figure are curved. 

Two of the commercial light alloys are represented, in Figs. 4 and 5, by 
a small circle and a triangle. In repeated tension and compression, as 
shown in Fig. 4, duralumin could theoretically compete on equal terms 
with steel having an endurance limit of 30,000-Ib. per sq. in. Such steel 
would be low-carbon steel having a tensile strength of about 60,000 lb. 
per sq.in. In repeated bending or torsion, duralumin could theoretically 
compete with steel having an endurance limit of about 53,000 lb. per 
sq. in. Such steel would be a heat-treated carbon or alloy steel. The 
highest grade of heat-treated alloy steels, however, which may have an 
endurance limit of 75,000 lb. per sq. in., far exceed duralumin in spe- 
cific endurance. 

Electron metal, as it is considerably lighter than duralumin and has 
as high endurance limit, is considerably higher in specific endurance, as 
shown in Figs. 4 and 5. Theoretically it could compete in repeated 
tension and compression with an alloy steel having an endurance limit of 
60,000 lb. per sq. in., and in repeated bending or torsion with an alloy 
steel having an endurance limit of about 115,000 lb. per sq. in. 

Practically, however, light alloys such as duralumin or electron metal 
would not be used to replace steel unless the replacement would reduce 
weight considerably. Assuming that a reduction of weight of one-third 
would be an incentive for the use of a light alloy to replace steel for 
practical competition, the light alloy must have one and one-half times 
the specific endurance of the steel. On this basis, duralumin could not 
compete in repeated tension and compression with any steel, but could 
compete in repeated bending or torsion with a mild steel having a specific 
endurance of about 130 and an endurance limit of 30,000 Ib. per sq. in. 
Electron metal on the same basis could compete in repeated tension and 
compression with mild steel and in repeated bending or torsion with an 
alloy steel having an endurance limit of 60,000 Ib. per sq. in. 

As previously mentioned, the endurance limit of heat-treated duralu- 
min is only slightly greater than that of annealed duralumin. It is 
possible that one or both of the new alloys described by the authors may 
have a higher endurance ratio than that of heat-treated duralumin. 
If the endurance ratio should be equal to that of electron metal, the new. 
alloys would have endurance limits from 20,000 to 25,000 Ib. per sq. in., 
nearly twice the endurance limit of duralumin. 

The failure of heat treatment of duralumin to increase the endurance 
limit is not the only example of such failure. In recent papers on endur- 
ance properties of nickel and of copper, : evidence was presented that 


5D. J. McAdam, Jr.: Endurance Properties ie ations of Nie fe and of Coppen 
Trans. Amer. Soc. Steel Treat. (1925) 7, Nos. 1 and 2 
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increasing by heat treatment the tensile strength of copper-zine alloys 
of duplex microstructure causes practically no increase in the endurance 
limit. Increasing the tensile strength of a metal by precipitating a hard 
compound or compounds from solid solution, therefore, may not prove 
to be an efficient method of raising the endurance limit. These papers 
showed that by solid solution of another metal in copper the endurance 
limit is increased usually more than in proportion to the increase in tensile 
strength. It would seem desirable, therefore, that an attempt be made to 
produce by solid solution an aluminum alloy having a higher endurance 
limit than that of duralumin. A great obstacle to the development of 
light alloys of high endurance is the fact that solid solutions of most of 
the well-known metals, such as iron, nickel and copper, in aluminum 
have low saturation limits. If, for example, it were possible to dissolve 
nickel in solid solution in aluminum up to 10 or 15 per cent., probably 
a light alloy of high specific endurance would be obtained. Whether 
any heavier metal except zinc goes into solid solution in aluminum in 
large proportion is not known to the writer. 

In the preparation of solid solutions of other metals in aluminum for 
investigation of endurance properties, it would be necessary to use 
aluminum of higher than commercial purity. The relatively large propor- 
tions of iron and silicon in commercial aluminum would make it impossible 
with such material to obtain alloys containing only one microconstituent. 
If aluminum of purity anywhere near to that of electrolytic copper were 
available for experiment, it seems probable that the knowledge of alumi- 
num alloys would rapidly increase. 

A saturated solid solution of magnesium in aluminum contains 8 or 
9 percent.ofmagnesium. Theendurance properties of this alloy should be 
investigated. Its specific gravity would be less than that of aluminum. 
Therefore, even if its endurance limit should be only equal to that of 
duralumin, its specific endurance would be greater. 

Binary and ternary solid solutions of magnesium, copper, zinc, 
manganese, and other metals in aluminum should be investigated to 
determine the solid solutions of highest endurance limit. With such 
solid solutions, a further investigation could be made of the possibilities 
of raising the endurance limit still further by precipitating from solid 
solution a second microconstituent. 


Horace C. Knerr,* Philadelphia, Pa. (written discussion).—The 
contribution of two new high-strength light alloys to the engineering 
materials available is of great importance to industry; especially to the 
engineering profession. Such materials open the way to engineering 
developments that otherwise would be impossible or impracticable; for 
example, the airship. In these applications, cost is a secondary considera- 


* Metallurgical Engineer, Naval Aircraft Factory. 
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tion. Perhaps even more important are the savings obtainable through 
an intelligent substitution of light alloys for the heavy metals at present 
used in structural parts whose weight entails an economic loss, notably 
in automobiles, electric and steam railway cars, vessels, and in the recip- 
rocating parts of engines. Hitherto, the high cost of light alloys, 
entailed by difficulties in their manufacture and fabrication, has pre- 
vented their extensive application in -this field. » If these difficulties can 
be avoided and the consumer given the benefit of the decreased cost, the 
results are likely to be far reaching. 


STRENGTH-WEIGHT Factors 
The value of light alloys may, for many purposes, be compared with 
that of the heavier materials, on the basis of the “‘strength-weight”’ 
factor; that is, the tensile strength divided by the specific gravity. 
Some typical examples are: 


STRENGTH- 

TENSILE SPEcIFIC WEIGHT 

STRENGTH Gravity Factor 
Wuralumieeee re: att tie ee). pales ee 55,000 + 2.80 = 19.3 
AltEMIMUIM-COpper Alloys. + Ac {elses cis Beer ieee: 55,000 + 2.80 = 19.3 
St Se eee ee ee 150,000 + -7.85 = 19.1 
Aluminum-magnesium-silicon alloy.............. 45,000 + 2.69 = 16.7 
Sree mcold-rolledaneepe een enn oe aes 00,000." 250, =. 7.6 
TRGDSCL, TOU et los. i tH eh eRe ais a ae 55,000 + 8.4 = 6.5 
PM TIIANITITIAN (SOL G) tee seissicke cmeke ies Ye ciscen. Pape, oe 12,000 + 2.7 + 4.4 


It is evident that aluminum, on the basis of strength for a given 
weight, is a heavy material of construction, and that duralumin and the 
new light alloys compare with alloy steel having a tensile strength in the 
neighborhood of 150,000 lb. per sq. in. 


Heat TREATMENT 
The authors have referred to difficulties in the heat treatment of 
light alloys. After six years of experience in the use of duralumin for 
aircraft parts, the writer is of the opinion that its heat treatment is 
considerably simpler and less difficult than that for steel, especially alloy 
steel having a strength-weight factor as high as that of duralumin. 


AIR QUENCHING 

Tests* have shown that very nearly, if not quite, as good tensile 
properties may be obtained in thin sheet duralumin by heating in an 
electric muffle furnace, withdrawing and allowing to cool in air, as are 
obtainable by quenching in water or oil. This avoids serious difficulties 
in the treatment of large parts, such as fuel tanks, cowling, etc. for air- 
craft, which would be badly distorted by quenching in a liquid bath. 
The method opens some new fields of usefulness. 


6H. C. Knerr: Duralumin—A Digest of Information. Trans. Am. Soc, Steel 


Treat. (1922). 
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CoRROSION 


Corrosion resistance has also been mentioned. The writer feels that 
a word of caution on this point may not be out of place. Duralumin was 
heralded as a ‘‘corrosion-resistant material.” This led many to suppose 
that it was immune from attack by fresh or salt water. Duralumin 
and aluminum corrode very little when exposed to moisture for short 
periods followed by drying, but direct and constant exposure for long 
periods, especially in salt water, causes severe corrosion with ultimate 
destruction of the material. Attack may be retarded or prevented by 
suitable protective coatings, so that duralumin has been successfully 
used in the hulls of flying boats. Presumably, the behavior of the new 
alloys would be similar. 

The speed of cooling from the quenching temperature has a pro- 
nounced effect on the corrosion-resisting properties of duralumin, the 
slower cooling giving less resistance to corrosion. The influence of rate 
of cooling on corrosion is much greater than on tensile properties. Air- 
quenched specimens corrode much more rapidly when exposed to moisture 
than do specimens quenched in water, although the tensile properties 
do not differ greatly.’? It would be interesting to know whether the new 
alloys are similarly affected. 


WELDING 


It would also be interesting to have data on the welding properties 
of the new alloys, compared with those of duralumin. The latter may 
be welded by either thé gas or electric-resistance method with excellent 
results. Gas welding, however, is attended by some difficulties, and 
special precautions to avoid shrinkage cracks are necessary.’ If the 
welding of the new alloys is easier, their value will be considerably 
increased. 


Ernest Scuweizer,* New Brunswick, N. J. (written discussion). 
The development in aluminum alloys has been rather slow, because of 
the policy of various companies to keep its information a secret. The 
research laboratory of the Aluminum Company of America is an excep- 
tion to the general rule and has contributed greatly to our knowledge of 
aluminum and its alloys. 

The first attempts for improving the qualities of aluminum were by 
alloying it with other metals without subsequent heat treatment. The 
heat treatment of aluminum alloys began in 1903, when the D. R. P. 
170085 was granted to the Central Stelle fiir wissenschaftliche Unter- 


* Metallurgist, International Motor Co. 
7H. C. Knerr: Op. cit. 
8H. C. Knerr: Welding Duralumin. Atos Ind. (May 4, 1922). 
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Tensile Strength, 1000 Ib.per sq.in. 
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Fig. 6. irGaay. 
Fig. 6.—EFFECT OF MAGNESIUM ON THE TENSILE STRENGTH OF ALUMINUM CONTAIN- 


ING 0.7 PER CENT. SILICON AND APPROXIMATELY 0.4 PER CENT. IRON. 
Fia. 7.—EFFECT OF SILICON ON THE TENSILE STRENGTH OF ALUMINUM CONTAINING 


0.3 PER CENT. MAGNESIUM AND APPROXIMATELY 0.4 PER CENT. IRON. 
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Fig. 8. Fig. 9. 
Fig. 8.—EFFECT OF SILICON ON THE TENSILE STRENGTH OF ALUMINUM CONTAINING 


0.6 PER CENT. MAGNESIUM AND APPROXIMATELY 0.4 PER CENT. IRON. 
Fig. 9.—EFFECT OF COPPER ON THE TENSILE STRENGTH OF ALUMINUM CONTAINING 


APPROXIMATELY 0.6 PER CENT. SILICON AND 0.4 PER CENT. IRON. 

A, HEATED AT 300° C. ror 3 uR.: B (Fias. 6 AND 8) HEATED AT 550° C. appRoxt- 
MATELY 14 HR., QUENCHED IN WATER AND MEASURED SOON AFTER QUENCHING (Fias. 
7 AND 9 WERE HEATED AT 500° C.); C, HEAT TREATED SAME AS B, AGED AT ROOM 
TEMPERATURE FOR ABOUT 1 WEEK; D, HEAT TREATED SAME AS B, HARDENED AT 
160° C. To MAXIMUM TENSILE STRENGTH. NUMBERS PLOTTED INDICATE PER CENT. 


ELONGATION OF TEST PIECES. 
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suchungen G. m. b. H. Neubabelsberg covering the hardening of alum- 
inum alloys by quenching them from a certain higher temperature to a 
lower one. <A special example, aluminum with 4 per cent. copper, was 
mentioned. 

The first great success was in 1909, when Wilm was granted D. R. es 
244554, showing that aluminum alloys harden at room temperatures after 
a treatment at certain higher temperatures. The necessity of quenching 
from the higher temperature was not mentioned in this patent, probably 
to avoid interference with D. R. P. 170085. Portevin and Arnon, in 


Tensile Strength, 1000 lb.per sq.in 


Tensile Strength, 1000 Ib. per sq.in. 


ey 9540 ES 2.0 253.0 35 40 CSarn asi Mo ROAGeaes 
Cu, percent Mg, per cent 
Fra. 10. Brean le 


Fig. 10.—Erriect OF COPPER ON THE TENSILE STRENGTH OF ALUMINUM CONTAIN- 
ING 0.5 PER CENT. MAGNESIUM, AND APPROXIMATELY 0.6 PER CENT. SILICON AND 0.4 
PER CENT. IRON. = 

Fig. 11.—Errect OF MAGNESIUM ON THE TENSILE STRENGTH OF ALUMINUM CON- 
TAINING 3 PER CENT, COPPER AND APPROXIMATELY 0.6 PER CENT. SILICON AND 0.4 
PER CENT, IRON. 


A, HEATED aT 300°C. ror 3 HR.; B, HEATED av 500° C. APPROXIMATELY }4 HR., 
QUENCHED IN WATER AND MEASURED SOON AFTER QUENCHING; C, HEAT TREATED 
SAME AS B, AGED AT ROOM TEMPERATURES FOR ABOUT 1 WEEK; D, HEAT TREATED 
SAME AS B, HARDENED AT 160° C, TO MAXIMUM TENSILE STRENGTH. NUMBERS PLOTTED 
INDICATE PER CENT. ELONGATION OF TEST PIECES. 


1912, found that the hardness of aluminum bronzes may be increased 
after quenching by tempering at a temperature lower than the quenching 
temperature. 

The first company to conceive the general applicability of the method 
now called “precipitation hardening” was the Giulini Works. By its 
Swiss Patents No. 85606 and No. IUIOO, Dec. 1, 1916, and Feb. 5, 
1918, and in many foreign patents, it patented the process of treating 
metals at a relatively low temperature for obtaining increased hardness, 
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tensile strength, and workability. As examples in these patents, some 
aluminum alloys are specified; here also the necessary condition of treat- 
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Fic. 12.—EFFEcCT OF COPPER ON THE ELECTRICAL CONDUCTIVITY* OF ALUMINUM CON- 
TAINING APPROXIMATELY 0.6 PER CENT. SILICON AND 0.4 PER CENT. IRON. 
A, HEATED AT 300° C. ror 3 uR.; B, HEATED AT 500° C. APPROXIMATELY }@ ER., 
QUENCHED IN-WATER AND MEASURED SOON AFTER QUENCHING; D, HEAT TREATED 
SAME AS B, HARDENED AT 160° C., TO MAXIMUM TENSILE STRENGTH. 
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Brinell Hardness, 150kg; 10mm. 
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Fig. 13.—EFFECT OF TIME ON HARDNESS OF ALUMINUM, CONTAINING 0.7 PER CENT. 
MAGNESIUM AND APPROXIMATELY 0.6 PER CENT. SILICON AND 0.4 PER CENT. IRON, 
HARDENED AT DIFFERENT TEMPERATURES. 


ing at higher temperature with consequent quenching, though well 
known to the Giulini Works, is not mentioned. The Giulini Works 


*To get the conductivity in per cent. of the conductivity of International 
Annealed Copper Standard, multiply the figure in the diagram by 1.724. 


858 NEW DEVELOPMENTS IN HIGH-STRENGTH ALUMINUM ALLOYS 


developed the method of precipitation hardening and, convinced of its 
importance for all kinds of alloys, devoted one of the best equipped | 
metallurgical laboratories in Europe to this special research work. 
At that time, American and French metallurgists also began working on 
the same problem. 

The startling effects obtained by precipitation hardening whereby 
great changes in physical properties are brought about without showing 
any microscopic change in the structure led to many explanations. 
Two allotropic forms of aluminum and chemical reactions produced by 
the heat treatment had been considered possible. While the metal- 
lurgists were seeking for an explanation, the problem was solved from a 
basis that has often explained many strange phenomena in other fields 


Revolutions of Drill 


6 rr. Dril/ 

56 kg. Drill Pressure 
630 RPM. 
No Lubrication 


4 © 8 
Depth of Drilled Hole,mm. 


Fia. 14.—WoRKABILITY, ACCORDING TO KurssNER, OF: 1, BRASS, WITH SPECIAL 
HIGH WORKABILITY; 2, ALUMINUM, WITH APPROXIMATELY 3.5 PER CENT. COPPER, 0.5 
PER CENT. MAGNESIUM, 0.6 PER CENT. SILICON, AND 0.4 PER CENT. IRON HARDENED} 
3, COMMERCIAL ALUMINUM, AS ROLLED; 4, COPPER, AS ROLLED. : 
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of science, the chemistry of colloids. By the study of colloids it was soon 
discovered that colloidal solutions, at a certain degree of dispersion, 
would rapidly increase in viscosity; or, that solid colloids have a maximum 
strength at a critical dispersion. ‘The use of heat treatment as a means to 
change the dispersion was also well known. Benedicks seems to have 
been the first to have decidedly connected colloid chemistry with metallog- 
raphy. In this country, also, the war probably was the cause for the 
delay in the development of this science and it took some years until the 
proper solution for the hardening of aluminum alloys by aging was found. 
The Giulini Works had not found an explanation for the aging of alumi- 
num alloys in 1918, when the writer joined its research staff and was 
assigned the study of this subject. As an initial step I likened the 
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hardening of aluminum by silicon and magnesium to the hardening of 
iron by carbon. The observation that the amount of graphitic silicon, 
as shown by the analysis of commercial aluminum and special aluminum- 
silicon alloys, depends on heat treatment brought Bosshardt to a colloid 
chemical conception of these phenomena.’ A further study of colloid 
chemical literature and the investigations of Merica, Waltenberg, Scott 
and Freeman and Alexander in the hardening of duralumin verified this 
theory. Jeffries and Archer have restricted the general colloid theory to 
the slip interference theory. The latter may be in accordance with the 
true phenomenon, but it should be borne in mind that also in non-crystal- 
line bodies the degree of dispersion plays a similar role, just as in the 


- crystalline metals. As examples, I might mention the increase of vis- 


cosity in colloidal fluid solutions and the hardening of rubber by the 
colloidally dispersed sulfur during the vulcanization. 

The authors state that the precipitated particles remain submicro- 
scopic even after a treatment at 300° C. This is true if heat treatment 
is not of long duration; after a heat treatment of one year or more, 
the particles had grown so much that Bosshardt found them visible 
under the microscope. As the authors did not publish tables or curves 
showing the properties of alloys in the vicinity of the described ones, 
some curves are given here which will show how tensile strength and the 
elongation vary with the composition. 

These results were found by the systematic study of the alloys. 
Tensile strength and elongation may often be increased by a careful 
selection of temperatures and time of heat treatment. When running 
these tests, temperatures and time had been standardized as indicated 
onthe diagrams. The specimens, about 14 in. in diameter, were obtained 
by rolling and drawing an ingot about 2 in. in diameter. The elongation 
was measured on a length of 25 cm. (except in Fig. 10, where the measured 
length is ten times the diameter). It is therefore not possible to compare 
the figures given in the diagrams with the figures of the authors. In 
general, the elongation measured on an American (4 X diameter) 
standard test piece would be much greater than the elongation found on a 
test piece having a measured length about forty times its diameter, 
especially when the cylindrical elongation is small; that is, when the 
elongation unaffected by the contraction near the rupture is small, as in 
the case of hardened test pieces. The elongation measured along a 


9 Making use of the knowledge that silicon is soluble in aluminum at higher 
temperatures we were able to shorten greatly the analysis by treating the specimen 
for about 1 hr. at temperatures between 550° and 600° C. followed by sudden quench- 
ing in water to room temperatures. At the high temperature, the silicon is dis- 
persed in the aluminum in molecular form, and by dissolving the aluminum in acids 
or alkalies, the silicon dissolves completely. Any complication on account of graphitic 


silicon is thus avoided. 
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great length (in proportion to the section of the test piece) usually gives 
a better idea of the forming qualities than the elongation measured 
along a short length. The statements of the authors regarding heat 
treatment and strength of these alloys and these curves will be found 
in agreement. 

The paper made only a slight mention of the electrical properties of 
these alloys. Matthiessen, Le Chatelier, and others showed that the 
electrical conductivity decreases very much with the formation of solid 
solutions. Therefore the aluminum alloys under consideration have 
their greatest conductivity after a treatment at about 300° to 350° C., 
where the greatest amount of the dissolved Mg,Si, CuAle, ete. can be 
precipitated. The solubility at lower temperatures is smaller, but the - 
molecular friction at these temperatures is so great that a complete 
precipitation cannot be obtained. On the other hand, the minimum 
conductivity is found after quenching from a temperature where all 
copper, magnesium, silicon, etc. are in solution. During the precipitation 
hardening, the conductivity generally rises (we know some cases where it 
falls slightly just after quenching); usually it becomes somewhat greater 
than after the quenching from the higher temperature, but when hardened 
below about 200° C. it will never reach the maximum value obtained at 
300° to 350° C. However, it is possible, under certain conditions, to 
increase the conductivity of the aluminum-magnesium-silicon type close 
to its maximum value by treatment at temperatures where such an 
increase would not be possible under ordinary conditions. This is 
shown in Fig. 12. 

A question of great importance is the stability of the hardened alloys 
at elevated temperatures. ‘The paper mentions a test covering 60 days. 
This period is not long enough to decide the stability at temperatures 
below 160° C.; Fig. 13 shows that even at as low a temperature as 130° C. 
the hardness decreases at the rate of 24 per cent. in half a year; at 
160° C. this rate is 55 per cent. Tests covering a long time should be 
made for each of the commercial alloys previous to putting it in service 
at temperatures above 100°C. The softening rate may change with the 
composition of the alloy, but the general character of the softening will, 
probably, always be the same. 

The workability by cutting tools can be determined with the drill 
hardness machine, according to Kessner; Fig. 14 gives the results of tests 
made with this machine. The tests show that the workability of the 
hardened aluminum-copper-magnesium-silicon alloy (3.5 per cent. cop- 
per, 0.5 per cent. magnesium, 0.6 per cent. silicon) is nearly the same as 
that of a brass specially suitable for working by cutting tools. 

Further work in the Giulini Laboratory revealed that many other 
alloys besides aluminum alloys can be hardened by the precipitation 
method. Mr. Bosshardt and the writer studied all the published binary 
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equilibrium diagrams. In nearly every instance where such a diagram 
showed a decrease of solubility of one constituent in the other, the method 
of precipitation hardening is applicable; but in general the effect may be 
increased by adding a suitable third element. However, very often where 
the microscope and the thermoanalytical method fail to reveal a change 
in solubility, the method of precipitation hardening will show a change. 
In the metallographical analysis of alloys, therefore, this method should 
be used in addition to the usual well-known,methods. 

With this high-strength aluminum alloys, a period will start in the 
field of non-ferrous alloys similar to the development of the alloy steels 
in the steel industry. May it be as successful. 


Rosert 8. ARcHER and Zay Jerrrixs (authors’ reply to discussion).— 
Both Doctor McAdam and Mr. Knerr have discussed, at some length, 
certain factors that affect the substitution of strong aluminum alloys for 
other materials of construction for the purpose of reducing weight. Mr. 
Knerr has discussed this question from the standpoint of specific tenacity, 
while Doctor McAdam has considered specific endurance limit, taking 
into consideration not only simple tension but bending and torsion. But 
there are involved in the use of the strong aluminum alloys for the purpose 
of reducing weight other factors, which sometimes entirely overbalance 
specific tenacity and specific endurance. For example, the controlling 
factor in design is rigidity, or stiffness in the sense of resistance to deflec- 
tion, under loads within the elastic limit. This property is determined 
by the size and shape of the part and by the elastic modulus of the material. 
The elastic moduli of the various structural metals and alloys are sub- 
stantially independent of heat treatment and mechanical treatment and 
are characteristic of the chemical composition involved. Young’smodulus 
for all steels, for example, may be taken as 30,000,000 lb. per sq. in.; 
while for aluminum alloys, it is 10,000,000 lb. per sq. in. Frequently, 
when the sections necessary for the required stiffness have been provided, 
the strength and endurance properties are more than ample. In such 
cases, it is generally possible to make a material saving in weight by using 
the strong aluminum alloys. Those interested in this question can obtain 
illustrations of this point by a few simple calculations of the stiffness of 
various beams. 

Another advantage of the light alloys, which is frequently important, 
is the greater ease and certainty of producing and handling thin pieces. 
For example, the sheet used in forming the structural members of aircraft 
is often quite thin, even in the aluminum alloys; suposing it to be possible 
to obtain equivalent stiffness and strength with the same weight in high 
tensile steel, the steel sheet would be objectionably thin. Similar con- 
siderations sometimes apply in the case of heavier parts, like forgings, 
where in order to take full advantage of the greater strength and higher 
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elastic modulus of steel it would be necessary to forge impractically thin 
sections. The larger sections involved in aluminum design are more 
easily formed and slight errors in dimension are of less importance than 
they would be in the case of the thinner steel sections. 

The authors have mentioned two factors affecting the use of the strong 
aluminum alloys in structural parts where the saving of weight is the 
primary object. Of course, often, other objects may be more important, 
such as greater economy of production or the superior finish and appear- 
ance of wrought aluminum. Where these or any other of the specific 
characteristics of the aluminum alloys, other than lightness, form the 
primary reason for the use of aluminum, it is often true that the specific 
tenacity and specific endurance of the aluminum alloys are sufficiently 
high to cause no concern. 

Doctor McAdam has referred to the work of the National Physical 
Laboratory, as exemplified in the Eleventh Report to the Alloys Research 
Committee. The results published in the Eleventh Report on artificial 
aging (that is, aging at temperatures above room temperature, of alumi- 
num alloys) are of a rather preliminary and superficial nature. The use 
of longer times and lower temperatures is not merely a matter of securing 
better control, as Doctor McAdam has suggested, but the results are 
superior to those obtainable by short-time aging at the higher tempera- 
tures to an extent that is quite important. This information on the aging 
of aluminum alloys was obtained in substantially its present state in the 
laboratories of the Aluminum Company of America prior to the publica- 
tion of the Eleventh Report, or any other publications of which the 
authors have knowledge. 

Doctor McAdam has also called attention to the diagram of the 
National Physical Laboratory showing the solubility of copper in solid 
aluminum; this diagram is inaccurate, as will be shown in a 
forthcoming contribution from the laboratories of the Aluminum Company 
of America. 

Mr. Schweizer has contributed some results, previously unpublished 
so far as the authors are aware, of investigations at the Giulini Works. 
In general, these results are in agreement with those obtained in the 
laboratories of the Aluminum Company of America, although there are 
some discrepancies as to detail. In Fig. 18, for example, a curve shows a 
decrease in hardness after aging for more than one month at 25° C. 
(room temperature) for an alloy containing 0.7 per cent. magnesium and 
0.6 per cent. silicon; the authors have not obtained any indication of a 
decrease in hardness on prolonged aging at room temperature in any of 
the alloys under discussion. 

As to the development‘of the theory of age hardening or precipitation- 
hardening, it may be pointed out that Scientific Paper No. 347 of the 
Bureau of Standards, by Merica, Waltenberg, and Scott, in which their 
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theory is fully disclosed, is signed Feb. 27, 1919. This theory was un- 
doubtedly developed during 1918, or earlier, at which time, according to 
Mr. Schweizer, “the Giulini Works had not found an explanation for the 
aging of aluminum alloys.’’ It therefore seems clear that to Merica and 
his co-workers belongs the credit for advancing’ the first rational explana- 
tion of this phenomenon. 

There is now little question that “age hardening” is caused by the 
precipitation of finely divided or “‘colloidal” particles. There is some 
difference of opinion, however, as to whether these particles exert their 
hardening effects primarily by mechanical obstruction to slip or by surface 
forces, or other specific forces such as would increase the hardness of a 
non-crystalline aggregate. The former view was advanced by the present 
authors in 1921, and is still held by them after considering subsequent 
evidence and discussion. Probably the developments of the next few 
years in metallography and molecular physics will make it possible to 
draw conclusions with more certainty. 
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Casting and Heat Treatment of Some Aluminum-Copper- 
Magnesium Alloys 


By Samuet Dantzts,* Met. E., A. J. Lyon,t anv J. B. Jounson,t M. E., Dayton, 
OHIO 


(Milwaukee Meeting,§ October, 1924) 


Tuer wrought alloys of aluminum with small amounts of copper and 
of magnesium‘have, with the development of the automotive and aircraft 
industries, sprung into prominence through the medium of duralumin; 
but the cast alloys remained in the background because their possibilities 
in the heat-treated condition were either not recognized or not’fully 
investigated. In 1919, the Bureau of Standards published a preliminary 
survey! of this field, which pointed out that, in general, the ultimate 
strength and the percentage of elongation of the alloys of aluminum with 
and without magnesium could be improved by so simple a treatment as 
heating at 932° F. (500° C.) for 2 hr., cooling in air, and aging at room 
temperature for several days. British investigators, too, working with 
chill-cast material, found that ‘considerable improvement in the mechani- 
cal properties of copper-aluminum alloys may be obtained from suitable 
heat treatment applied to castings.”’? Jeffries and Gibson? made the 
first contribution to the literature dealing exclusively with the heat treat- 
ment of sand-cast aluminum-base alloys, describing the effect of small 
additions or of combinations of copper, magnesium, and iron on the 
response to a short heat treatment comprising heating at 932° F. in a 
nitrate bath for 1 hr., quenching in fish oil, and reheating at 300° F. for 
for 1 hr. Their results disclosed the facts that the ultimate strength 
and the percentage of elongation of sound alloys were usually, and quite 
uniformly, improved by heat treatment; that with the iron content rang- 
ing between 0.36 and 0.88 per cent. and the silicon content between 0.24 
and 0.60 per cent. the effect of increasing the copper content (Tables 10 
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and 11) is erratically to increase the ultimate strength and to lower the 
percentage of elongation in both the cast and the heat-treated alloy; 
and that the effect of the heat treatment is uniformly to improve, by 
about 20 per cent., the strength and ductility of the sand-cast alloy. 
They further showed that for alloys with copper content varying from 
3 to 6 per cent. and iron in amounts at least up to 1.4 per cent., the effect 
of heat treatment is to preserve, as a minimum, the percentage of elonga- 
tion of the alloy as cast and to increase substantially the ultimate strength; 
that the addition of iron is more beneficial to aluminum alloys low in 
copper than those high in copper; and that the effect of magnesium addi- 
tions to an alloy containing 3 per cent. of copper and 1.4 per cent. of iron 
is to increase practically continuously the ultimate strength of the alloy 
both as cast and as heat treated, more especially that of the heat-treated 
alloy (which has a maximum of about 37,000 Ib. per sq. in. and anelonga- 
tion of about 1.3 per cent. at 1.1 per cent. of magnesium); and to decrease 
continuously and in about the same proportion the percentage of elonga- 
tion of both the cast and the heat-treated alloy, from approximately 7 
per cent., with no magnesium, to about 1.5 per cent., with 1.4 per cent. of 
magnesium. 

The present paper deals with a portion of the work of the Materials 
Section, Engineering Division, Air Service, U. 8. A, on the casting and the 
extended heat treatment of alloys of the duralumin type (copper, 2.5-5.0 
per cent.; magnesium, 0.0—1.0 per cent.; silicon, 0.2-1.0 per cent.; iron, 
0.3-1.5 per cent.; manganese, 0.0 to 1.0 per cent.; chromium, etc.). This 
range of compositions includes an alloy recently placed on the market 
in the cast form and designated as Lynite 195. 


Metruops or ALLOYING 


The composition of the raw materials used in the manufacture of 
the various alloys is shown in Table 1. Aside from the aluminum-man- 
ganese alloy, all of the hardeners were made in the McCook Field foundry 
by the following methods: 

For the aluminum-copper (50:50) hardener, all the copper (under 
charcoal) and one-half the aluminum (with no cover) are melted separately 
in plumbago crucibles. The copper is then skimmed and poured into 
the molten aluminum; this causes a rapid rise in temperature, which is 
checked by the addition, in small pieces, of the remainder of the solid 
aluminum ingot. ‘This aluminum-copper hardener 1s very brittle and 
is easily broken for accurate weighing. 

The aluminum-iron (94:6) hardener is made by soaking wrought iron 
into aluminum at about 1700° F., zine chloride or a mixture of eryolite 
and salt being used as a flux. The time required to melt the nails is 
about 1 hr., but the hardener is uniform and free from iron oxide,: which 
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TaBLe 1.—Composition of Raw Materials 
Metals 


A ium, M , 
Melt No. | Par Cenk: | Poe Cane) Wen Conti | ieee eth Per Cent. 
Aluminum Ingot 
593 0.07 0.20 0.25 
1045 0.21 0.45 0.46 
1661 0.07 0.14 0.32 0:01 
1662 0.32 0.30 0.82 0.04 
1799 0.02 0.36 0.38 
2063 0.02 0.14 0.29 
Magnesium 
919 Stick | 99+ 
2013 Slab | 99+ 
Hardeners 
Aluminum-copper 
1006 49.55 Onl 0.29 
1605 47.69 0.22 0.65 
1872 59.40 | 0.19 0.38 
2239 49.70 0.19 0.33 
2548 49.59 0.23 0.27 


Aluminum-iron 


253 6.00 — 


Aluminum-manganese 


1817 0.40 0.50 0.78 | 6.99 


Aluminum-silicon 


2415 18.45 0.48 


Aluminum-copper-iron 


1851 22.30 0.38 15.7 | 
1857 23.49 0.27 15.73 
2527 25.38 0.30 13.23 | 


j 


: 
~ 
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forms when the iron is melted by itself or is alloyed with aluminum at very 
high temperatures. This hardener is not particularly brittle, but it was 
used in the alloys described in this paper. At present, a 33 per cent. iron 
alloy made in the same way as the 6 per cent. ajloy and much more easily 
broken, is being used. 

For the aluminum-silicon (80:20) hardener, the silicon and an 
equal weight of aluminum ingot are charged and melted together at 
1800° F. The rest of the aluminum is added, either in solid pieces or 
molten. No fluxes are used. This hardener is quite tough and must 
be sawed into small pieces. (An easily broken 50:50 hardener is 
available commercially.) 

For the aluminum-copper-iron (62.5:25.0:12.5) hardener, the alum- 
inum and copper are charged and melted together. Small pieces 
of wrought iron are then soaked into the alloy held at a temperature of 
from 1600 to 1800° F. Another method consists of charging wrought 
iron with copper and melting the copper only. The aluminum is melted 
in another crucible and is poured into the copper; the wrought iron alloys 
completely from the heat of the reaction. No fluxes are used. This 
hardener is very brittle and lends itself to accurate weighing. 

All of these alloys should be thoroughly stirred before pouring and 
should be pigged in cast-iron molds. In general, the hardeners should be 
poured into thin section, to facilitate breaking and to prevent segregation, 
especially in the iron-bearing mixtures. 

In founding alloys of the duralumin type, the aluminum ingot is 
simply charged and melted with the necessary hardeners in a plumbago 
crucible, the fuel being either oil or gas. If the melt requires magnesium, 
the Pricible i is withdrawn from the furnace and then the magnesium is 
added, in solid form, by plunging it below the surface of the molten charge 
and holding it there until complete solution has taken place. No trouble 
is experienced from loss of magnesium. Fluxes and covers are not used 
in the routine practice, although some experimental work has been carried 
out in this direction. Bare chromel-alumel thermocouples and the Leeds 
& Northrup potentiometer are used to control the maximum furnace 
(about 1425° F.) and the pouring temperature. 


Meruops oF CASTING 


Alloys of the duralumin type, both high and low in copper, are slightly 
more difficult to cast than the conventional 8 per cent. copper (aluminum) 
alloy. The solidification range of the former, which tend to act likea pure 
metal, is more narrow than that of the latter, in which the large amount 
of liquid eutectic serves to keep the alloy pasty for some time and assists 
in the conformation of the metal to the mold and core outlines. The very 
phenomenon that promotes ease of casting leads to the disadvantages of 
segregation and porosity, induced by the draining of the eutectic from 
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about the already solid aluminum-rich crystals. The theoretical aspects 
of the mechanism of solidification of the aluminum-copper alloys have 
been thoroughly discussed by J. D. Edwards.4 From the practical stand- 
point, McCook Field results have shown that test specimens machined 
from the same locations in large castings possess comparative uniformity 
of physical properties when of duralumin high in copper (4.5 per cent.) 
and considerable heterogeneity when of the 8 per cent. copper alloy. 

The foundry practice for the alloys of the duralumin (Al-Cu-Mg) 
type is similar to that for the magnalite (Al-Cu-Ni-Mg) type, except 


Fig. 1—TENSION SPECIMEN AS CAST. 


that the latter more frequently requires chills even in heavy uniform 
sections.» Complicated castings in duralumin have been made, with 
relatively heavy risers or feeding heads, where it was necessary to place 
chills only in abrupt changes of section. An interesting use for the dura- 
lumin low in copper has been in parts that not only must be cast with 
extreme changes in section, but must be impervious. The 10 per cent. 
copper alloy had previously been used for this purpose. 

The range of pouring temperatures used for duralumin was from 
1250° to 1300° F. Most of the castings and all test specimens, which were 
cast to size three to the mold as shown in Fig. 1, were poured from 1300° F. 
into green Albany sand. The chemical composition and the physical 
properties of a number of alloys so cast are given in Table 2. 


‘ Mechanism of Solidification of a Copper-Aluminum Alloy. Chem. & Met. Eng. 
(1921) 24, 217. 

5 Lyon and Daniels: Notes on a Sand-cast Aluminum -Copper-Nickel-Magnesium 
Alloy. Jnl. Soc. Automotive Engineers, (1924) 14, 173. 
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An investigation of mold materials showed that the chilling effect of 
_ metal molds could not be approached by the use of carborundum, fire 

sand, or other highly refractory materials. Drying the sand molds 
_ decreased the rate of cooling of the metal, imparting to it a coarser crystal- 
line structure. Table 3 shows the relationship between the physical 


; TaBLE 2.—Composition and Physical Properties of Some 
. Al-Cu-Mg(Mn) Alloys as Sand Cast 
' 5 Composition 
: Melt oot <a ec hin Specific 
Number ib. sad ‘aly preg Number | Gravity Copper, Magne: Silicon, |_ Iron, | Manga- 
Per Cent. PesCont Per Cent.| Per Cent. Pan Cont, 
| | 
341 | 4.47 OFl2, |) 0357 0.51 
1088 23,790) 2.2 50 2.75 | 4.10 0.97 | 0.52 1.08 | Trace . 
1167 21,390; 2.0 54 2.73 | 3.98 0.57 | 0.47 0.60 | Trace 
1401 | / 4.35 0.71 | 0.46 0.72 
1844 19,880 1.0 61 | 2.77 | 4.65 | 0,47 | 0.307 | 0.602 
1862 LOEOO We LT 54 2.75 | 4.00% | 0.13 | 0.30% | 0.60 
18632 | 18,280) 0.8 (Ome coromE4. 000.60 0,30 0.60 
1864¢ | 19,280; 1.2 65 | 2.76 | 4.00 | 0.60 | 0.30 0.60 0.75 
1882 | 16,540; 3.5 | 46 2.70 | 2.00 | 0.50 | 0.25 0.40 
1883¢ | 21,700 2.2 68 el 2078 | 3.50 | 0.75 | 0.25 | 0.40 
1884+ | 18,760) 1.2 | 61 2.75 | 4.00 0.50 | 0.25 0.40 
1885 19,880} 2.5 se a | | 0.50 | 0.24 0.41 
18862 20,580 _ 130 | 4.00 0.50 | 0.25 0.40 0.75 
1887= | 20,210) 1.7 60 2.74 | 3.00 0.50 | 0.25 | 0.40 | 0.75 
1888¢ | 19,200 2.8 50 Pill || PAU) 0.50 | OF2500) .0540.5"| 70,75 
1903 24,080, 6.5 | 2.08 0741-10523...) 1,18 
1904 | 23,880) 1.5 | 3.96 | 0.40 | 0.24 | 1.12 
1905 25,280, 3.0 | 3.04 | 0.88 | 0.26 1.18 
2263 18,550 | 2.0 | | 4.63 | 0.22 | 0.47 0.95 
2266 | Remelt of melt 2263 
2307 21,100 | 4.5 4.45 0.91 0.98 
2310.9) 21,430,| © 2.0 Remelt of melt 2263 
2312 19,800 3.7 Remelt of melt 2307 
Do Seme ld. 200 © fad Remelt of melt 2263 | 
HSM 20,200) 222 Ase OO 22 | 0.52 0.95 
2702 | 17,850} 4.2 457 100; 10,0245, } 0.55. |), 0:11 
Mipilak- 20,760 2.0 | | ARS fa ON SU | 0.56 0.75 
2711” | 23,290 2.0 — | | | | 
| 


~ EE EEE ee anna 


> Chill cast. 


2 Calculated analysis. 


properties of the cast and those of the heat-treated alloy containing 4.35 
per cent. copper and 0.22 per cent. magnesium, cast in green and in dry 
Albany sand, in carborundum sand molds, and in cast-iron molds. In 
the alloy as cast, the mold material affected the ductility principally. 
Metallographic analysis showed that this effect was attributable to the 
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rate of cooling rather than to any reaction of the molten metal with the 


mold material. Heat treatment equalized small differences in the prop- 
erties of the alloy as cast and as influenced by the mold material and its 
condition, particularly in the case of sands. The beneficial effect of 
chill casting was much more evident after heat treatment than before. 
From the foundry standpoint, neither permanent molds nor carbo- 
rundum-sand molds are practicable. The use of the former is much 
restricted because of the cost of making molds; and carborundum sand is 
more expensive than the ordinary molding sands and produces a decidedly 
inferior surface on the casting. Dry sand molds made from carborundum 
sand are very hard and generally cause the test specimens to pull away 
from the risers. This condition may be improved by using higher pro- 
portions of heap sand as a binder, but the advantage to be gained from 
the superior conductivity of the carborundum sand is lost in the dilution. 
All things considered, a grade of molding sand of the Albany type is the 


- most desirable for general use. 


Mertuops or TESTING 


As cast or as heat treated (Tables 2 to 12, inclusive), the test speci- 
mens were pulled between wedge grips in a 20,000-lb. Olsen machine; 
and after rupture the percentage of elongation was determined by fitting 
the broken bars together as closely as possible and measuring the exten- 
sion to the nearest 0.01 in. Each average in the tables is that of three 


_ specimens, except in Table 12, where the average may represent as many 


as eighteen test specimens. The Brinell hardness values, for a 500-kg. 
load and 10-mm. ball, were taken on broken tension specimens. The 
results given in Table 10 were obtained from a series of Brinell hardness 
tests made periodically on the same bar, the values accordingly represent- 
ing but one Brinell impression. The specific-gravity determinations were 
made by the ordinary displacement method. All tests were made seven 
days after the completion of heat treatment, unless otherwise specified. 


Meruops or Heat TREATING 


Most of the heat-treatment experimentation was designed to determine 
the behavior of the cast duralumins high in copper, without and with 
magnesium in amounts up to 0.3 per cent. The following factors were 
investigated: Effect of quenching temperature; effect of time at quenching 
temperature; effect of aging temperature; effect of time at aging tempera- 
ture; and effect of reheating following quenching and aging. Such 
considerations as the nature and temperature of the quenching medium 
were not explored thoroughly. The nitrate bath as a heating medium 
was used but it was abandoned for many reasons, among which were the 
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occasional formation of exudations on the surface of the castings ond © 
the contamination of the quenching medium. The electric furnace, 
automatically controlled to within +10° F., gives a remarkable uni- 
formity of physical properties for a specific heat treatment and possesses 
none of the disadvantages inherent in the nitrate bath. It is not 
believed that heated alloys suffer mentionable decomposition and 
deterioration when quenched in water, as reported by Jeffries and Gibson.*® 
Some reaction may take place in the quenching medium, but it is secon- 
dary and minor in consequence. Discolorations in fractures quite gener- 
ally result from oxidation, which occurs in the heating before quenching. 
They may be prevented, at least to a large degree, by a sodium-silicate 
treatment developed at McCook Field. Aging was accomplished in air 
at room temperature, in boiling water, or in an automatically controlled 
electric oven when the temperatures were to be between 300° and 500° F. 
A large percentage of the results included in the accompanying tables 
was obtained from test specimens heat treated with castings used in air- 
craft construction. 


PuysicaAL PROPERTIES 
Cast Alloys 


Analysis of the results shown in Tables 2 and 38 indicates that 
whether sand or chill cast the high-copper duralumin with the magnesium 
content up to 0.15 per cent. developed an ultimate strength ranging from 
18,000 to 21,000 Ib. per sq. in. and an elongation of from 2.0 to 4.5 per 
cent. With further increase of magnesium up to 0.33 per cent., the ulti- 
mate strength was not appreciably affected but the elongation was 
decreased to about 2 per cent. 

In the sand-cast low-copper duralumins, Table 12, in which the content 
of magnesium was kept constant at 0.40 per cent., that of iron at 1.25 per 
cent., and that of silicon 0.25 per cent., the ultimate strength for copper 
contents between 2 and 3 per cent. was about 25,000 lb. per sq. in.; 
but the elongation fell from 6.5 per cent., for the 2 per cent. copper alloy, 
to 3 per cent., for the 3 per cent. copper alloy. Increasing the copper 
to 4 per cent. caused a drop in the elongation to 1.5 per cent. 

These figures show that the best combination of strength and ductility 
in these alloys, as sand cast, resulted from the following analysis: 
Copper 2.5 per cent., magnesium 0.5 per cent., iron 1.25 per cent., 
silicon 0.25 per cent. It is to be observed that the composition of the 
alloy requires that a high-grade aluminum ingot be used for its manu- 
facture, and that most of the iron be introduced in the form of 
an aluminum-iron hardener. 
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Cast and Heat-treated Alloy 


The effect of quenching temperature on the high-copper duralumins 
was determined from test specimens soaked for 96 hr. (which period gives 
an approximation of equilibrium conditions), quenched in cold water, 
and aged at 300° F. for 8hr. Table 4 and Fig. 2 show that, for the sand- 
' cast alloys, the best combination of strength and ductility for this treat- 
_ ment was secured by quenching from 950° F. The chill-cast material, 
however, responded to heat treatment erratically, the best properties 
(ultimate strength of 47,500 Ib. per sq. in. and elongation of 8 per cent.) 
resulting from a temperature of 1010° F., very close to its initial melting 
point (solidus). Close control of the heating and quenching tempera- 
tures is imperative. For sand-cast material, quenching temperatures 
below 925° F. give inferior results; while temperatures in excess of about 
1000° F. cause the alloy to be very fragile and exceedingly inferior in physi- 
cal properties even after aging. 


TasBLe 4.—Effect of Quenching Temperature 


(Specimens soaked for 96 hr. at indicated temperature, quenched in cold water, and 
aged at 300° F. for 8 hr.) 


] 


Ultimate Strength, Lb. per | Elongation in 2 In., Bnnelluandness Number 
Quenching Sq. In. | Per Cent. 
ale 22 a en 
Bere | ey | yeas | aide. | Mote | teste | Mid oy Mech’ |oatge | Molt 
| 2702 2711 2711 | 2702 2711 2711 2702 2711 2711 
| | | 
850 | 33,010 2.0 74 
875 | 30,820 | 30,500 pe ED) 2.8 
900 | 24,030 | 30,650 | 31,790| 2.0 2.00 ho. 6 
925 | 38,580 | 35,870 | 44,540} 1.0 AP Wades 93 74 
950 | 44,100 | 37,010 | 42,550; 1.0 3.2 5.7 | 86 80 83 
975 | 48,750 34,300 | 39,600 | 1.0 Sep 24.7 We 98 74 80 
1,010 6,430 | 30,210 | 47,650; 0.8 iG heats! | 89 70 80 
1,025 11,800 eeece (), 
As cast | 17,850 20,760 | 23,290, 4.2 | 2.0 | 


2SC = Sand cast; CC = Chill cast. Pouring temperature, 1250° F.; mold 
temperature, 550 to 650° F. 


It is not to be inferred from this discussion that aging for 8 hr. at 300° 
F., an arbitrary treatment, produces the most desirable combination of 
strength and ductility. Infact, thereismuch to indicate that the physical 
properties are highly dependent on the composition of the alloy, quench- 
ing temperature, time at quenching temperature, aging temperature, 
time at aging temperature, and possibly the nature and temperature of 


the quenching medium. 
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/ Specirrens soaked for 96 hr. 
/  atindicated termperature, 

wenched tn cold water and 
aged at 300 °F. for 8hr- 


ELONGATION 


$50 815 900 925 950 915 1000 i075” 
Temperature, degrees F 


Fig. 2.—EFrectT OF QUENCHING TEMPERATURE. 
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x 50,000 MELT 2536 -Quenched fron G25 °F in cold 
Ss water. Aged 2hrat300°F 
| : 
MELT 2266- Quenched from G25 Finto and 
5.000 a aged in boiling water for 2hr. 
) 
fate i 
5 
z ELONGATION ELONGATION-MELT 2266 
Qa 
5 
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Time Quenching Temperature, hours 


Fic. 3.—-EFFrECT OF TIME AT QUENCHING TEMPERATURE. 
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Table 5 and Fig. 3 demonstrate that it is necessary to soak for 96 hr. 
(at a minimum temperature of 925° F.) in order to obtain the best combina- 
_ tion of strength and ductility. Metallographic analysis has shown that 
to obtain the maximum strength or ductility it is necessary to get 
all of the CuAl, compound into solution beforg quenching. Inasmuch 


40,000 


4 
: 
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30,000 Specimens soaked at 925 °F 
for /44.hr, quenched ih cold water 
aged at indicated temperatures, 
and air-cooled. ss 


| 
e200 250 300 350 400 450 500 
Temperature, degrees F 


Fig. 4.—EFFECT OF AGING TEMPERATURE, MELT 2266. 


as the 96-hr. soaking at 925° F. accomplished this and as the rate of solu- 
tion increases with temperature, it is entirely probable that at about 950° 
F. the period of soaking could be diminished. This relationship of tem- 
perature to time on the rate of solution of CuAl, is being worked out. 
Table 5 also shows that the cold-water quench followed by aging at 300° 
F. for 2 hr. produced better results than quenching into and aging in 
boiling water for 2 hr., more especially from the standpoint of ductility. 

The effect of aging temperature is shown in Table 6 and Fig. 4. For 
the 2-hr. period of aging at temperatures between 200° and 500° F., the 
aging temperature of 300° F. produced the best combination of strength 
and ductility. Aging temperatures in excess of 300° F. (for a period of 
2 hr.) caused a rapid increase in strength at the sacrifice of ductility. 
Too much importance cannot be attached to the necessity for securing the 
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proper relationship between aging temperature and time at aging temper- 
ature, which effect will presently be considered. 


Taste 5.—Effect of Time at Quenching Temperature (of 925° F.) for 
Various Periods of Aging at 300° F. 


(Specimens quenched in cold water unless otherwise stated) 


Melt 2536 Melt 2266 
Ultimate | py rent 
i | Blongation in 2In., | Strength, | ~;0U2? 
Tine ab Ultimate Strength, Lb. per Sq. In. | ecient: Lb. per sd Bees 
Quenching | Sq. In. 
Tempera- Se 


ture, Hours 


Aging Period, Hours 


| 
| 
Aging Period, Hours | 


Quenched into and 


| | Aged in Boiling Water 
2 4 | 6 | 8 | 2 aa 6 8 2 Hr. 

2 29,450 | 29,160 | 30,570 | 30,610 | 2.5) 2.5) 1.8) 2.2 

5 29,470 | 28,480 | 27,530 | 30,470 | 2.2} 1.7/1.7) 1.8 

7 30,170 | 30,260 | 31,330 | 31,750 | 2.7) 2.7) 2.2|1.8 
24 33,270 | 32,740 | 33,130 | 33,090 | 3.7/2.9] 3.4] 2.8] 26,700 220 
48 31,010 3.0 
72 33,180 3.5 
96 34,690 | 34,000 | 36,430 | 35,990 | 5.2| 4.4] 5.0/4.5] 33,560 AST 
144 33,210 3.2 


Aging Temperature, 
egrees F, 


Og 
200 
300 
400 
500 


TABLE 6.—Effect of Aging Temperature 


(Specimens soaked at 925° F. for 144 hr., quenehed in cold water, aged at indicated 
temperatures, and air-cooled) 


Melt 2266 
Ultimate Strength, Lb. per Sq. In. Elongation in 2 In., Per Cent. 
Aging poets | peing eee song Lontae Aging ooo 
22,800 5.3 
31,590 33,100 Biuth Py 16 
30,730 39,340 4.5 7 
37,950 35,290 ih 1.6 
35,850 32,570 1.8 2.0 


¢ Air-cooled from 925° F. and aged at room temperature (70° F.). 


Most of the work described in this paper has centered around the 
aging temperatures of 212° and 300° F.; Table 7 and Fig. 5 permit an 
intimate study of the changes that occurred, especially for the various 


SAMUEL DANIELS, A. J. LYON, AND J. B. JOHNSON 877 
o 


periods of aging at 300° F. In the high-copper duralumin containing 
(probably inclusively when manganese is absent) up to 0.2 per cent. of 
magnesium, it was possible to secure an ultimate strength of 28,000 to 
35,000 lb. per sq. in. with an elongation of from 7 to 4 per cent., with an 
aging period at 300° F. at from 2 to 8 hr.* Comparison of the 8-hr. 
with the 2-hr. aging period and with the data in Table 6 shows that a 
marked decline in the percentage of elongation occurs with aging about 
_ 8hr. The evidence is indisputable that for any aging temperature above 


wr a 


Specimens soaked at 925 °F. for 96 fr, 


quenched in coldwaterandagedat300°F i 
for periods of time indicated. 


Ta Gee ees St a Pe Gee eee aa 
Q 20 40 60 80 100 (20 140 160 180 
Aging Period, hours 


Fig. 5.—EFrFrecT OF TIME AT AGING TEMPERATURE. 


atmospheric up to 500° F. there is a critical aging period, which if 
exceeded causes an abrupt decline in the percentage of elongation. 
The position of this point is also dependent on the chemical composition 
of the alloy, manganese (melt 2702) and magnesium probably in excess 
of 0.25 per cent. (melt 2711) doubtless shortening the critical aging period. 
With alloys of the last description, it is necessary to keep within the 
curtailed aging period to secure the desired higher range of ductility 
(see melts 2702 and 2711, 2-hr. aging, Table 7). 

Aging at 300° F. longer than the critical aging period increases the 
ultimate strength at the expense of the percentage of elongation. Within 
24 hr., generally, the end point (maximum ultimate strength) for the high- 
copper duralumins is reached, at the end of which time, depending on the 
composition and the heat treatment previous to aging, there may be 
obtained a range of ultimate strength of from 35,000 to 45,000 lb. per 
sq. in.; 50,000 lb. per sq. in. has been secured in individual test specimens. 
The corresponding range in elongation is from about 3 to 1 per cent. For 
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the 168-hr. aging.period, the results were not appreciably different from 
those ensuing from the 24-hr. treatment. 

Reheating specimens from melt 2310 after they had been quenched 
and aged for 24 hr., to develop their maximum strength (about 45,000 Ib. 
per sq. in. with an elongation of 1 per cent.), caaised aslight loss of strength 
and minor change in the percentage of elongation when the reheating 
temperature (quenched in cold water) was 400° and 500° F. (Table 8). 


40000 
= 
+ 30,000 
& Specimens soaked at 925 F 
rom Tor 96 hr, quenched in cold 
3 20,000 water, agedat300°F for4hrig  \00 


reheated tor 2hr at 
termperatures Indicated and 
guenched In cold water 


Per Cent 
Brinell Hardness 


Ss 
SS 


Temperature, degrees F 


Fic. 6.—EFFECT OF REHEATING AFTER QUENCHING AND AGING, MELT 2310. 


When the reheating temperature was 600° F., however, the ultimate 
strength dropped to 30,000 lb. per sq. in., and the elongation rose to 3.3. 
per cent. The minimum ultimate strength (28,960 Ib. per sq. in.) and 
the minimum elongation (4.7 per cent.) were obtained with a reheating 
temperature of 700° F. With higher reheating temperatures (Fig. 6), 
the softening effect is lost and hardening commences, which increases in 
intensity with increase in temperature, as was to have been expected. 
The reason why the alloy on being quenched from 800° and 900° F. 
develops such a good combination of ultimate strength and percentage of 
elongation is because the CuAl; is in a form that goes readily into solution. 
From practical considerations, the reheating following quenching and 
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aging is not justifiable on the basis of the resultant physical properties. . 
If the alloy has been heat treated to develop either its maximum strength 
or its maximum ductility, these data show that the material cannot be 
subjected to temperatures above 200° to 300° F. in service for any length 

of time and retain its initial mechanical properties. 


Taste 8.—LEffect of Reheating Following Quenching and Aging * 


(Specimens soaked at 925° F, for 96 hr., quenched in cold water, aged at 300° F. for 
24 hr., reheated to and for 2 hr. at temperatures indicated, then quenched 
in cold water) 


‘ 


i i | ionin2In., | Brinell Hardness Num- 

BNE ee Ol me Tote elie er Caste oa eames 
No reheating 44,060 1.0 102 
400 36,110 kif 81 

500 40,680 ibs: 92 

600 30,000 3.3 65 

700° 28,960 4.7 60 

800 30,500 4.3 68 

900 35,670 3.0 83 

@ Melt 2310. ’ Soaked at 700° F. for 14 hr only. 


The effect of magnesium, in amounts up to 0.3 per cent., is most appar- 
ent in the high-copper duralumins when they are aged at 300° F. (Table 
9). When the magnesium content does not exceed about 0.2 per cent., the 
necessity for aging for periods of less than 8 hr. to retain proper ductility 
is not so pronounced. If the magnesium content exceeds this figure, or 
if such elements as manganese are present, the only way to retain the 
ductility is to limit the aging period to approximately 2 hr. In other 
words, the critical aging period for an aging temperature of 300° F. 
depends on what elements are present in the alloy besides copper and, 
to a less extent, iron and silicon. 

In a general way, although no attempt is made to establish a direct 
relationship, the Brinell hardness appears to be directly proportional to 
the ultimate strength and inversely proportional to the percentage of 
elongation (see Fig. 6). Table 10 indicates the stability of the properties 
of the heat-treated alloys in terms of Brinell hardness. For specimens 
quenched and aged in boiling water for 2 hr., or for specimens simply 
quenched in cold water and not aged, the Brinell hardness gradually 
increases after quenching; the hardness taken 414 months later is con- 
siderably greater than that taken immediately after quenching. When 
aged at 300° F’., however, the alloys assume a stable hardness immediately 
on completion of aging. Reheating and cold-water quenching after 


= a ci ee . 
— , 
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aging at 300° F. for 24 hr. decreases the hardness from 100 to 49, witha 
reheating temperature of 800° F., all tests being made 14 hr. after com- 
pletion of the heat treatment. The Brinell hardness values obtained 
immediately after reheating and quenching do not change for reheating 
temperatures up to about 700° F. Beyond 700° F., the gradual hardening 
effect at room temperature is quite marked in the high-copper duralumin. 
The Brinell results show that the procedure of testing tension specimens 
7 days after aging at 300° F. gives results that are stable. 


TaBLE 9.—Effect of Magnesium Additions on Tensile Strength and 
Hardness 


(Specimens soaked at 925° F. for 96 hr., quenched in cold water, and aged at 300° 
F. for period of time indicated) 


| | 
2307 | 2702« | 2310 | 2711 | 
| _| Heat Treatment 


| Melt Number | 
| 
| 
| 


Physical Properties ; 
| Magne- | Magne- | Magne- | Magne- 


| sium, sium, sium, | sium, | 
Nil 0.10 Per 0.22 Per | 0.31 Per. 
| Cent. ent. | Cent. 
Ultimate strength, | 25,910 | 25,940 | _Quenched only, immediately 
Ib. per sq. in. | | tested 
| 


24,180°| 30,110 | 31,900°| 35,660 | Aged at 300° F. for 2 hr. 
| 34,630 | 38,580 35,070 25,200 Aged at 300° F. for 8 hr. 
| 35,570 | 48,870 | 44,060 46,170 | Aged at 300° F. for 24 hr. 


Elongation in 2 in.,| 7.5 pezeOe 'Quenched only, immediately 
per cent. | tested 
| 6.75 | 7.8 | 8.7 | 4.5 | Aged at 300° F. for 2 hr. 
5.3 0 a7 3.0 | Aged at 300° F. for 8 hr. 
2.8 O27) yr 2.0 1.0 | Aged at 300° F. for 24 hr. 
Brinell hardness, 59 ie GO) Quenched only, immediately 
number | | tested 
55% 61 71® | 74 | Aged at 300° F. for 2 hr. 
72 93 | 82 74 | Aged at 300° F. for 8 hr. 
86 96 | 102 | 98 | Aged at 300° F. for 24 hr. 
en tee | ee ee ee ee SS 
¢ Manganese, 0.11 per cent. ’ Quenched into and aged in boiling water. 


Alloys having an ultimate strength of about 34,000 Ib. per sq. in. and 
an elongation of about 4.5 per cent. usually have a Brinell hardness of 
from 70 to 80; when the ultimate strength is over 35,000 lb. per sq. in. 
and the elongation as low as 1.5 per cent., the Brinell hardness is usually 
greater than 85. = 
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| TABLE 10.—Effect of Heat Treatment on Stability of Alloys as M easured by 
Brinell Hardness 
(Specimens soaked at 925° F. for 96 hr.) 


Hours after Completion of Heat Treatment 


5, | 24 | 168 | 3264 


Heat Treatment. Melt No. 


2307 | 2310 2307 | 2310 | 2307 | 2310 | 2307 2310 
| | 4 Alls = 


Brinell Hardness Number 


Meee ted cote | 50 | 61 | | 

925-BW 2suae) te. : oe ee | 52¢ | 72¢| 54 76| 55 | 71 | 64 79 
O25-CW meter oe eee 57 | 60°| 59 | 80| 59 | 79 | 64 | 84 
925-CW300-8.0..5.002 5 sce PetL ae 8O | 79°) 825) 972) Bee es 
925-CW300042, 40) jane 88 | 100 | -89 | 110| 86 |-102 | 87 | 106 
O25 CW s00168. a0 seen 105 | 99 85 | 104 
925-CW300-24-400-2W....... 2°] Vee | S29) '< e e 
925-CW300-24-500-2W....... 92 | | 95 | | 92 | | 89 
925-CW300-24-600-2W*....... 66 | 69 | 65 65 
925-CW300-24-700-2F........ 40 | 40 | | 45 | | 43 
925-CW300-24-700-14W...... | 55 | | 62 | 60) 62 
925-CW300-24-800-2W....... _ | 49 | | 54 | 68 | 71 
925-CW300-24-900-2W....... | | 54 | ris | 83 | 84 

| | | | | 


@ Quenched from 925° F. in cold water and aged at 300° F. for 24 hr. 


> Same as *%, but also reheated to and soaked at 600° F. for 2 hr., then quenched in 
cold water. 


¢ Brinell tested 2 hr. after completion of heat treatment. 


In Table 11 are grouped the results from a number of miscellaneous 
heat treatments of high-copper duralumins. Good ductility cannot be 
obtained with short soakings at the quenching temperature and either the 
boiling-water or the cold-water quench. The table indicates that for a 
2-hr. soaking period, the maximum ultimate strength obtainable is a 
function not only of time at aging temperature, but of heating (quench- 
ing) temperature, much better results having been obtained from 975° 
than from 925° F. The possibility of increasirig the soaking (quenching) 
temperature to above 925° F. and of shortening the period of soaking 
has already been considered. 

Table 12 gives the data that have been obtained in connection with 
the development of a low-copper duralumin whose composition is: cop- 
per, 2.25 to 2.75 per cent.; magnesium, 0.4 to 0.6 per cent.; iron, 1.15 to 
1.35 per cent.; silicon, 0.2 to 0.5 per cent.; aluminum, balance. 


—_— —_ — 
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‘TaBLe 11.—Effect of Miscellaneous Heat Treatments on Physical 


Properties of Al-Cu-Mg Alloys High in Copper 


Tested after Completion of Heat Treatment 
Melt Cop- Mag 1 Day, 3 Days 9 Days 
Heat Treatment Num- er, jnesium, : 
best Genial ur \ te has dal os d 
Sen 8 oS, EEL col, ce 
| gr Be geRS | G6 | g7Re | 6 
f | Band | 88 | Saad | 88) Sa8a | 38 
OCR BRWar. cas... | 2711) 4.87} 0.31 | 28,920 | 2.1 | 31,530 | 1.8 | 29,950 | 1.7 
UPI 821 2263 | 4.63 | 0.22 | 28,680 | 1.5 
O25-F4ABW2.... 2-0. +. ' 26,700 | 2.5 
925-2CW300-2.........| | 25,130 | 2.0 | 
925-2CW300-16........ | | 33,430 | 0.8 
925-2CW300-16-700-2W | 22,460 | 3.8 
975-2CW300-16........ | | | 41,360 | 0.5 | 
925-5CW300-20........ | | | 34,630 | 0.5 | 
| | 


*Soaked at 925° F. for 2 hr.; quenched and aged in boiling water for 2 hr. 


The alloy containing 2.5 per cent. copper, 0.5 per cent. magnesium, 
1.25 per cent. iron, and 0.25 per cent. silicon has, as sand cast, an ultimate 
strength of about 25,000 Ib. per sq. in., an elongation of about 5 per cent., 
and a Brinell hardness of about 60. These properties, by a short heat 
treatment involving heating at 950° F. for 2 hr., quenching in boiling 
water, and aging for 2 hr., either in this boiling water or at 300° F., are 


- altered to an ultimate strength of about 29,000 Ib. per sq. in., an elonga- 


tion of about 3.5 per cent., and a Brinell hardness of about 67. 

The effect of increasing the copper content from 2 to 4 per cent., when 
that of magnesium, iron, and of silicon is kept constant at 0.45, 1.25, 
and 0.25 per cent., respectively, is to decrease the percentage of elongation 
more in proportion than to increase the ultimate strength, whether the 
low-copper duralumin be in the sand-cast or in the heat-treated condition 
(Table 12). 

Magnesium evidently has a greater influence on the mechanical 
properties than copper. Comparison of the 2 per cent. copper alloys 
with magnesium content at 0.25 and at 0.50 per cent., respectively, 
shows that the ultimate strength and percentage of elongation were 
perceptibly altered by heat treatment only in the latter alloy. The effect 
of magnesium in excess of 0.5 per cent. in the alloys containing between 
2.25 and 2.75 per cent. of copper has not yet been determined. 

The low-copper duralumin is particularly well adapted to short heat 
treatments, for most of the CuAl, compound and the Mg,Si are in a finely 
divided filigree, probably as a ternary eutectic with the aluminum-rich 
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solid solution ; and the small particles of the two compounds enter into 
solution very rapidly, 2 hr. at 925 to 950°F, being sufficient time for the 


alloy to attain equilibrium. The iron is present principally as insoluble 


sheaves of FeAls. 


Acknowledgment is gratefully made to Mr, Clifford McMahon for 
his assistance in the experimentation. 


DISCUSSION 


D. Hanson and M. L. V. Garter, Teddington, England (written 
discussion).—At the National Physical Laboratory, the writers have 


made a number of researches on the relation between the constitution 


and mechanical properties of aluminum alloys of various types; the 
results obtained were in good general agreement with those of the authors. 
The writers, however, did not think that increasing the copper content of 
sand-cast low-copper duralumin to 4 per cent. necessarily caused a drop 
in the elongation to 1.5 per cent., as stated on page 872. In the case of 
sand-cast copper-aluminium alloys they had obtained much greater 
elongation, in some cases as great as 13 per cent. in heat-treated castings. 
For example, in a sand casting containing 3.5 per cent. of copper, a 
strength of 12 tons per square inch and an elongation of 13 per cent. were 
obtained; in a casting containing 4.5 per cent. copper, a tensile strength of 
13 tons, and an elongation of 9 per cent. were obtained. These values 
were the maximum; the elongation varied considerably, being as low as 
5 per cent. in some cases. In the writers’ opinion, such variations are 
due more to unsoundness in the sand casting than to any other cause. 

The authors’ alloy containing copper 2.5 per cent., magnesium 0.5 
per cent., iron 1.25 per cent., silicon 0.25 per cent., which gave the best 
combination of strength and ductility, is interesting because, according 
to the writers’ experiments, the amount of copper and Mg,Si present in 
such an alloy corresponds closely to the limit of solid solubility at 
high temperatures. 

According to their experiments,’ the limits of solid solubility are 
reached with a composition of 2 per cent. copper, 0.56 per cent. 
magnesium, and 0.3 per cent. silicon; the iron content may be ignored as 
it has relatively little effect on the solubility of the important constitu- 
ents copper and magnesium silicide. 

The writers agree with the suggestion that the physical properties are 
highly dependent on the composition of the alloys, quenching temper- 
ature, time at the quenching temperature, aging temperature, and time 
at the aging temperature, and their work on the constitution and mechan- 
ical properties of aluminum alloys completely confirms this view. 
eon LV. Gayler: Alloys of Aluminium with Copper, Magnesium and Silicon, 
Jnl. Inst.Met. (1922) 28, 218, 
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The quenching temperature is determined by the composition of the — 
alloy, as the maximum hardness and tensile strength depend on the — 
relative amounts of Mg.Si and CuAl, that can be held in solid solution 
at high and low temperatures, respectively. 

The writers have shown in the case of the alloys of aluminum with 
copper,® with magnesium and silicon,® and with copper, magnesium and 
silicon,!® that the amount of age hardening of quenched alloys depends 
directly on the amount of Mg,Si and CuAl, that is retained in solution at 
the quenching temperature, and that the greatest aging effect is obtained 
by quenching from that temperature which produces a solid solution 
most supersaturated with respect to these constituents. 

The time at the quenching temperature, consequently, has a marked 
effect, for there is a definite period that must elapse before equilibrium is 
obtained and the solid solution becomes saturated at that temperature. 
According to the size of the casting and the coarseness of the structure, 
this is a matter of hours or days. The finer the structure of the casting, 
the less time is necessary for equilibrium to be attained. 

The aging temperature and time of aging depend entirely on the 
composition of the alloy and must be determined specifically for each 
alloy, though a temperature can be determined that is roughly suitable 
for many alloys. The time of aging has a marked effect both on the 
tensile strength and the ductility. 

For each alloy there is an optimum aging temperature and an 
optimum time of aging at that temperature. If the time at this temper- 
ature is too prolonged, an increase of strength may be obtained but the 
ductility will be reduced. 

In this respect their experience confirms that of the authors. In 
the case of duralumin,'! the writers found that the material definitely 
deteriorated at 167° C. on prolonged annealing. At 200° C., the critical 
aging period is less than 1 hr., and after 2 hr. at this temperature the 
elongation is seriously reduced. 

Annealing for 8 hr. at 200° C. reduced the elongation from 25 per cent. 
(as aged at room temperature) to 6 per cent., while the strength increased 
from 26 to 30 tons per sq. in. These tests were made on rolled material, 
but the results agree qualitatively with those obtained by the authors on 
cast material. 


§ D, Hanson and M. L. V. Gayler: Heat Treatment and Mechanical Properties of 
Alloys of Aluminium with Small Percentages of Copper. Jnl. Inst. Met. (1923) 
29, 495. 

*D. Hanson and M. L. V. Gayler: Constitution and Age Hardening of Alloys of 
Aluminium with Magnesium and Silicon. Jnl. Inst. Met. (1921) 26, 343. 

10M. L. V. Gayler: Alloys of Aluminium with Copper, Magnesium and Silicon. 
Jnl. Inst. Met. (1922) 28, 220. 

1M. L. V. Gayler: Alloys of Aluminium with Copper, Magnesium and Silicon. 
Jnl. Inst. Met. (1922) 28, 226, 232. 
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The writers have made prolonged tests on a large number of aluminum 
alloys, in which specimens were maintained for periods up to eight weeks 
at various reheating temperatures. The only alloy that appeared to be 
stable at a temperature of 167° C. was that known as “Y” alloy, which 
contains 4 per cent. copper, 2 per cent. nickel, and 114 per cent. magne- 
sium; the hardness was unaffected by annealing for 8 weeks at temper- 
pre up to 167° C. after aging. In their experience, this alloy is the 
most stable of the high-tensile heat-treated’aluminum alloys known. 

The writers agree with the authors’ views, expressed on page 875, that 
it is necessary to anneal for a sufficient period and dissolve as much as 
possible of the compound CuAl:; this is not only necessary in the case of 
alloys that are subjected to quenching treatment, but may be of great 
advantage in simple annealing operations. The writers!? have shown that 
chill castings containing 4 to 5 per cent. copper can be greatly improved 
by annealing for two days at 500° C., followed by cooling in air. In their 
experience, the tensile strength of the chill casting was raised from 10 
tons per sq. in. to 15 tons by this treatment, the or being, at the 
same time, appreciably improved. 

Finally, the authors will find a complete account of the podetttueion 
of alloys of the duralumin type in the published works of the present 
writers. They there show that the compounds Mg.Si and CuAl, are of 
the greatest importance in connection with the heat treatment of dura- 
lumin and similar alloys. The effects of these compounds have been 
studied individually and collectively. One of the writers has determined 
the constitution of the quaternary system aluminium-copper-magnesium- 
silicon!* over a sufficiently wide range of composition and temperature to 
enable the behavior of duralumin on quenching to be understood, and has 
shown that the aging process depends on both the compounds Mg,Si 
and CuAl:. In so far as aging at room temperature is concerned, this 
effect is due largely to Mg.Si; to this extent the authors’ conclusion, on 
page 883, is correct. The effect of CuAl, on aging at room temperature is 
smaller, but with prolonged annealing at higher temperatures this effect 
becomes considerable. The authors will also find in the account of this 
work the effects of excess of magnesium and copper on the constitution, 
age-hardening and mechanical tests of alloys of this type. 


SamuEL Danrets (authors’ reply to discussion).—It has been 
questioned whether an increase in copper content caused a drop in the per- 


12D, Hanson and M. L. V. Gayler: The Heat Treatment and Mechanical Proper- 
ties of Alloys of Aluminium with Small Percentages of Copper. Jnl. Inst. Met. 


(1923) 29, 491. : 
13M. L. V. Gayler: The Constitution and Age-hardening of the Quaternary 


Alloys of Aluminium, Copper, Magnesium and Magnesium-silicide. Jnl. Inst. 
Met. (1923) 30, 139. 
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centage of elongation; our reference was to the sand-cast and not to the 
heat-treated material. The authors are pleased to learn that the experi- 
mentation at the National Physical Laboratory, with which they are 
familiar, was independently corroborated by their practical work on the 
heat treatment of the sand-cast alloys. 


a : F 
HARDNESS OF SEVERELY COLD-ROLLED METALS 889 


Scratch and Brinell Hardness of Severely Cold-rolled 
Metals 


By M. F. Foaier,* Pa D., anp E. J. Quinn,t Cutcaco, Itt. 


(New York Meeting, February, 1925) 


In a recent paper, Rawdon and Mutchler! gave some exceptionally 
interesting results on the Brinell and scratch hardness of severely cold- 
worked metals. In their work, they found that, on continued cold roll- 
ing, the metal hardened up to a particular point and then reversed and 
became softer; this was true for both Brinell and scratch hardness values. 
The generally reported behavior? of metals, with respect to Brinell tests 
on cold-worked material, is that the metals harden up to a certain point 
_ and then, on further cold rolling, no change in Brinell hardness occurs. 

Jeffries and Archer* state that there is little difference between the 
scratch hardness of annealed and cold-worked metals; the work of Faust 
and Tammann‘ also indicated no difference between the hardness of 
annealed and cold-worked copper. 

Rawdon and Mutchler found, when they plotted the reduction ratio 
(initial thickness divided by thickness after rolling) against the hardness 
value for the cold-rolled material, that the hardness number increased up 
to a reduction ratio of about 3 and then decreased and became even 
smaller than that for the annealed metal. This behavior was reported 
for both scratch and Brinell hardness; Figs. 1 and 2 show their results for 
Brinell hardness on the metals for which they published data. This is 
an exceptionally interesting phenomenon, if it occurs under all conditions 
of rolling, and would have an important bearing on the practice of cold 

* Metallurgical Engineer, Western Electric Co. 

+ Development Laboratories of Hawthorne Works of Western Electric Co. 
1 Henry S. Rawdon and Willard H. Mutchler: Effect of Severe Cold Working on 


Seratch and Brinell Hardness. Trans. (1924) 70, 342. 
2A. Portevin: La dureté A la bille du cuivre et des laitons écrouis. Rev. de Met. 


(1919) 16, 235. 
’Zay Jeffries and Robert S. Archer: The Properties of Cold-worked Metals. 


Chem. & Met. Eng. (1922) 27, 882. 
4 Faust and Tammann: Zischr. Physik. Chem. (1910) 75, 108. 


HARDNESS OF SEVERELY COLD-ROLLED METALS _ in a 


rolling. We made an attempt to duplicate Rawdon’s results but have 
not been able to do so; the present paper records the results of 
our experiments.° 


Brinell Hardness Number 


T 40 
T (Reduction in Cold Rolling) 
To = Initial Thickness T= Thickness After Rolling 


Fig. 1.—Errrcr or sEVERE COLD ROLLING ON HARDNESS OF COMMERCIAL COPPER. 
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—EFrrcr OF SEVERE COLD ROLLING ON HARDNESS OF LOW-CARBON INGOT IRON. 
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TP (Reduction in Cold Rolling) 
T= Initiel Thickness T= Thickness After Rolling 

Hire. 2: 


Copper EXPERIMENTS 


Brinell Hardness 


A bar of half hard commercial copper 1 by 1) by 12 in. was annealed 
at 450°C. for 1 hr. and allowed to cool in the furnace for 15 hr. ; the temper- 


*Since this paper was written, Mr. H. Moore in a paper presented before the fall 


meeting of the Institute of Metals in Engl i 
‘ gland, confirmed our concl 
to the behavior of metals on cold rolling. veal ta al 


a 7 aa” 


‘if P * 
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ature at the time the bar was removed was175°C. Thistreatment insures 

thorough annealing. A sample was cut off for the determination of the 

Brinell number of the annealed sample. As the bar was badly 

i coated with oxide, the problem of removing this oxide without changing 
the hardness of the sample arose. The surfacé was prepared for Brinell 

_ impressions in four ways: (1) It was cleaned with nitric acid; (2) it was 

_ ground down with No. 1 emery paper; (3): it was lightly ground 
down with emery and polished; (4) it was ground down with from No. 1 to 
No. 0000 emery paper and highly polished with alumina. ‘Table 1 gives 
the results from ten impressions on the various surfaces. A load of 5 kg. 
was used on the }4¢-in. ball for 30 sec. These results, which show a dif- 
ference of over seven Brinell numbers, depending on the manner of 
surfacing, indicate that care must be taken in preparing a surface for 
Brinell tests. They show that the surfaces that are least worked give the 
lowest Brinell number. It seems that acid or a light polish are the best 
for preparing surfaces, as they give the lowest Brinell number for 
annealed material. 

The remainder of the bar was rolled on water-cooled rolls. Samples 
were cut off at each second or third pass for hardness tests. The bar 
was cooled in water after each pass, in order to prevent the temperature 
from rising to the point where annealing takes place. Twenty-two 
samples were taken for hardness tests. 


TasBLEe 1.—Brinell Hardness of Annealed Copper Bar 


Surface Ground | Surface Ground Surface Ground Down 

Surface Cleaned with HNO: Down with No.1 | Down Lightly and from No. 1—-0000 and 
Emery Paper Polished Highly Polished 

i : | Di | A i er | ; Diameter , 

Tngason | yt |afioger | NgT [otimgre:| Pgs offing | A 
0.42 35.1 0.40 38.5 0.42 35.1 0.42 35.1 
0.438 33.4 0.39 40.9 0.43 33.4 0.42 35.1 
0.44 31.8 0.38 43.3 0.48 33.4 0.42 35.1 
0.43 33.4 0.38 43.3 0.425 34.2 0.42 35.1 
0.44 31.8 0.39 40.9 0.48 33.4 0.42 35.1 
0.43 33.4 0.39 40.9 0.42 35.1 0.41 36.9 
0.43 33.4 0.39 40.9 0.43 33.4 0.43 33.4 
0.43 33.4 0.40 38.5 0.42 35.1 0.41 36.9 
0.43 33.4 0.38 43.3 0.41 36.9 0.42 35.1 
0.44 31.8 0.40 38.5 0.41 36.9 0.42 35.1 
Average....... 33.1 40.9 34.8 BOLO 


The Brinell numbers were determined on a Micro-Brinell machine 
with a 14,-in. ball and 5-kg. load. The impressions were measured at 
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100 diameters and the results were given in Table 2; they are plotted in 


Fig. 1. The value ° is the reduction ratio, where 7'o is the initial 


T 
T 
thickness and T the thickness after rolling. 

TaBLE 2.—Brinell Hardness of Cold-rolled Copper Bar 


Thick- | Red Average | prinen | “Hon” 
No. seal oa Diameter of Impression, Mm. sean Num- Rawal 
Inches | Inches Mm. ber 7 
1 1.003 0.43 | 0.43] 0.43] 0.43] 0.430] 33.4 1.0 
2 0.819 | 0.184 | 0.27] 0.28] 0.28] 0.28] 0.277] 81.7 1.22 
3 0.729 | 0.090 | 0.26} 0.27} 0.27] 0.26] 0.265] 87.2 1.38 
4 0.626 | 0.103 | 0.26] 0.25} 0.25] 0.26] 0.255] 95.5 1.60 
5 0.543 | 0.0838 | 0.25) 0.25] 0.25| 0.24] 0.247 | 102.8 1.85 
6 0.470 | 0.073 | 0.24) 0.25] 0.24] 0.25] 0.245 | 104.7 2.14 4% 
7 0.403 | 0.067} 0.25) 0.25] 0.24) 0.25 | 0.247 | 102.8 2.49 
8 0.337 | 0.066} 0.25) 0.24] 0.24] 0.23 | 0.240 | 109.3 2.98 
9 0.292 | 0.045 | 0.24] 0.24] 0.24] 0.24] 0.240] 109.3 3.54 
10 0.248 | 0.044 | 0.24] 0.23 0.23 0.24 | 0.235 | 112.0 4.04 
Ni! 0.216 | 0.082 | 0.24) 0.24 0.24 0.24 | 0.240] 109.3 4.65 
12 0.197 | 0.019} 0.24} 0.23 0.24 0.23 | 0.235 | 112.0 5.10 
13 0.164 | 0.0383 | 0.24] 0.24] 0.24] 0.24 | 0.240] 109.3 6.12 
14 0.125 | 0.089 |} 0.24) 0.23) 0.24) 0.24) 0.237 | 111.0 8.00 
15 0.096 | 0.029 | 0.24) 0.24) 0.24) 0.24] 0.240] 109.3] 10.50 
16 0.069 | 0.027 | 0.24) 0.23 0.23 0.24 | 0.235 | 112.0 14.50 
ef 0.044 | 0.025] 0.24) 0.23) 0.23] 0.23 | 0.232 | 111.0} 22.8 
18 0.027 | 0.017} 0.23) 0.23 | 0.23] 0.24] 0.282 | 116.0] 37.2 
19 0-017) OLOL0;) 024018 0524) 0.23 1 10.23) | 0.235") 2s ON ao oR 
20 0:012') 05005") 0°24 |* 0526)" 0826 |" 0.25 | 052527) 3 9825) |eesann 
21 0.009 | 0.003 | 0.26) 0.24) 0.24] 0.26) 0.250 | 100.3 | 111.0 
22 0.008 |} 0.001} 0.26) 0.25) 0.25) 0.25] 0.252| 98.5 | 125.0 


Scratch Hardness 


The scratch hardness of these samples was taken on a machine 
essentially like that described by Hankins. The results for scratch 
hardness in the direction of the rolling are given in Table 3; a load of 100 
gm. was used. Cross scratch hardness showed no consistent difference. 


6G. < Pani: Relation eteesn Width ‘Of crakeh a ‘Bond on ‘Dineen in 
Scratch Hardness Test. Engineering (1923) 115, 537. 
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TaBLEe 3.—Scratch Hardness of Cold-rolled Copper 


. No Width oS ae ote ty No. | Width op de Netate poe i 

SSO aa ace ee 
‘ ; 

: i 8 8 8.0 | 0.016 12 t7 6 6.5 | 0.013 

: 2 8 7 (ius 0.015 13 7 6 6.5 0.0138 

: 3 6 4 6.5 0.013 14 6 it 6.5 0.013 

’ 4 6 ‘< 6.5 0.013 15 6 6 6.0 0.012 

5 ra 6 G25 0.013 16 6 6 6.0 0.014 

6 6 7 635 0.013 17 7 7 7.0 0.012 

fi 6 6 6.0 0.012 18 6 6 6.0 0.012 

8 6 6 6.0 0.012 19 7 7 WO 0.014 

9 6 6 6.0 0.012 20 6 6 6.0 0.012 

10 6 6 6.0 0.012 21 6 6 6.0 0.012 

11 6 6 6.0 0.012 22 6 6 6.0 0.012 


TRon EXPERIMENTS 


A low-carbon ingot iron bar 0.4 in. by 1 by 12 in. was annealed at 
800° C. for 1 hr. and allowed to cool slowly over night. The bar was then 
worked and sampled in a manner analogous to that for copper. The 
results are given in Table 4 and plotted in Fig. 2. A load of 15 kg. was 
used for these Brinell numbers instead of 5 kg. 


TaBLE 4.—Brinell Hardness of Cold-rolled Low-carbon Iron 


L | een s Reduc- 

Thick- | Reduc- ’ : Diane’ Brinell tion 

No. ness, tion, Diameter of Impression, Mm. Num- Ratio, 

Inches | Inches eee ber a 

1 0.406 0.52 0.52 0.52 0.52 | 0.520 68.5 1.0 
2 0.386 | 0.020 0.42 0.42 0.42 0.41 | 0.417 | 106.7 ROD 
3 0.343 | 0.0438 0.37 0.37 0.37 Ores |VORsni | 13593 1.23 
4 0.299 | 0.044 0.36 0.37 0.36 0:36 | 0.363 | 143.4 1.35 
5 0.275 | 0.024 0.36 0.35 0.36 0.35 | 0.355 | 150.0 1.47 
6 0.253 | 0.022 0.34 0.35 0.35 0.34 | 0.345 | 158.3 1.6 
7 0.231 | 0.022 0.34 0.34 0.35 0.35 | 0.345 | 158.3 UL f5) 
8 0.199 | 0.032 0.34 0.34 0.34 0.34 | 0.348 | 160.0 2.04 
9 0.167 | 0.032 0.35 0.33 0.35 0.35 | 0.345 | 158.3 2.43 
10 0.134 | 0.033 0.33 0.33 0.33 0033) |, 0l380 172.0 3.00 
11 0.100 | 0.026 0.33 0.32 0.31 0.31 | 0.317 | 185.5 4.06 
12 0.067 | 0.033 0.31 0.31 0.30 0.31 | 0.3075) 197.5 6.0 
13 0.048 | 0.019 0.28 0.29 0.30 0.29 | 0.290 | 224.0 8.45 
14 0.027 | 0.021 0.29 0.28 0.28 O29) | LOR2857 1923270) 1520 
15 0.023 | 0.004 0.28 0.28 0.29 0.28 | 0.2825] 235.5 | 17.5 
16 0.020 | 0.003 0.30 0.28 0.28 0.30 | 0.290 | 224.0] 20.3 
17 0.017 | 0.0038 0.31 0.30 0.30 0.31 | 0.305 | 200.0 | 24.0 
18 0.014 | 0.003 0.30 0.29 0.30 0.29 | 0.295 | 215.0 | 29.0 
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Discussion OF RESULTS 


The Brinell results for both copper and iron show an increase in 
hardness on cold rolling, up to a certain point when the Brinell number 
becomes constant. The only place where a slight decrease is indicated 
is in the thinnest samples. A close examination of these samples will 
show that a sharp Brinell impression is not obtained, but all of the 
metal in the vicinity gives a little, thus giving a dent rather than a 
sharply outlined Brinell impression. This tends to give a larger appar- 
ent diameter of the impression and thus a lower Brinell number. The 
data for scratch hardness indicate that on cold work the scratch hardness 
increases slightly up to a certain point then remains constant, although this 
increase in hardness is not of the same magnitude as that of the Brinell. 

These results indicate that a reversal of hardness, as found by Raw- 
don and Mutchler, does not occur under all conditions of commercial 
rolling practice; and in view of the fact that previous investigators have 
not found such a reversal, it seems not improbable that it might be char- 
acteristic of the particular rolling conditions prevailing in Rawdon 
and Mutchler’s experiments. It should be noted that the Brinell 
hardness given for annealed copper by Rawdon was much higher than 
that usually given, even with a load of 500 kg. on a 10-mm. ball and is 
very much higher than the value we find. Doctor Rawdon’ has suggested 
that the difference between our results and his may be due to a difference 
of rate of deformation. 

Our thanks are due to Mr. R. 8. Dean under whose general supervision 
this work was carried out. 


DISCUSSION 


Hf. 8. Rawpon,* Washington, D. C—We had the privilege of looking 
over the data just given before they were published and we were not able 
to suggest any convincing reason for the differences that were secured 
here as compared with those that were reported by us a year ago. How- 
ever, in the meantime (7. ¢., since the presentation a year ago), we have 
done considerable work along the same line and have not secured results 
that would lead us to change the conclusions that we reached and 
reported. The only suggestion that I would offer is that the rate or 
mode of deformation probably has something to do with the results that 
are obtained in work of this kind. Theoretically, there should be no 
reason for belief that a metal will continue to harden indefinitely as it is 
rolled thinner and thinner. As the metal becomes very thin, it 
eae: the structure of a ae crystal, as i been ce Dae x- 


* * Physicist, Bureau of siudands 
7 Personal communication. 
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ray studies of the crystal structure, and we have every reason to believe 
that the hardness of a single crystal is not so great as the hardness of the 
aggregate of crystals of the same material. 

Recently we had an experience that strengthened our belief that the 
rate and method of rolling do affect the properties obtained in the thin- 
rolled stock. Iam not at liberty to describe the method used in making 
this material. This metal (a roll of thin strip steel 2 in. wide, several 
feet long, and less than 0.003 in. thick, wag exhibited by the speaker) was 
rolled, without any annealing whatever, from a thickness of 0.080 in. 
to less than 0.003 in. This metal will withstand quite severe deforma- 
tion. Bending it back and forth shows that there is considerable ductility 
even after it has been rolled down to 0.003 in. It is not at all like hard- 
rolled strip steel, but will withstand being hammered flat upon itself and 
has every indication of being ‘“‘softer”’ than ordinary cold-rolled steel of 
the same thickness. 


CarL BEenepicxks,* Stockholm, Sweden.—Is there any difference as 
to the time factor? If in the determinations carried out by Rawdon a 
considerably longer time is used, probably the severely reduced metal can 
adapt itself more slowly under the stress of the Brinell test than if the 
time alone is shorter. We know very little about any considerable 
influence of the time factor, but it seems to be an item that might have 
some influence on this problem. 


H. S. Rawpon.—The question of time was considered in the work, 
particularly with some of the softer metals, and we made the test of 
hardness in those cases directly after rolling. We also made it on the 
same material after it had stood for a week or so, but we did not get 
differences that seemed to be significant. In the case of copper and iron, 
the tests were made a few days or a week after rolling. 


M. F. Focuer,} Chicago, Ill.—In the case of the copper, we measured 
the Brinell number as soon after the rolling as possible and also several 
months later, and we found no change in the Brinell number over that 
length of time. 


Atvin L. Davis,t Waterbury, Conn.—In the case of the metals 
reported on a year ago, were not the reductions very much less individu- 
ally than in the case of those reported to us this morning? Were there 
not, perhaps, ten passes through the rolls to perform what was done in 
one or two in the more recent work? 


* Director, Metallographic Institute of Stockholm. 
+ Metallurgical Engineer, Western Electric Co. 
t Director of Research, Scovill Mfg. Co. 
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Redistillation of Zinc 
By Kurt Srocx,* Fish Creek, Wis. 


(New York Meeting, February, 1925) 


Tue grades of spelter demanded by the consuming industries were not 
definitely established until the American Society for Testing Materials 
undertook to fix specifications, based on the varying percentages of the 


common impurities (lead, iron, and cadmium) as follows: 
Tora, Not 


LEap, Tron, CapDMIuM, Ovrer. PER 
Per CENT. Per CEntT. Per Cent. Crnt. 
Patient prade.............-..2- 0.07 0.03 0.05 0.10 
Doe intermediate... 4.502. -e.c.o8 0.20 0.03 0.50 0.50 
Wm Brass special’ on... .3 2. 4si.td's 0.75 0.04 0.75 1.20 
ye ETiIMe WeSteIN «<<a v0.01 <+ syees e 1.50 0.08 


The question which grade was the best for certain purposes and why 
was left unanswered. The conservatism of the zinc-smelting industry 
and the unwillingness of the spelter-consuming industries to engage in 
research work prevented the full benefits being obtained that such stand- 
ardization promised. The custom smelters, producing spelter in pigs or 
plates, found it impossible to adhere closely to the established limits on 
account of the variety of ores treated; and the smelters with long- 
established and known brands, or those manufacturing their metal into 
marketable products, like sheet zinc, did not have to abide by the newly 
established grades based on chemical percentages. 

Smelters engaged in the smelting of custom ores had occasional com- 
plaints about the quality of their metal, as some of the consumers, 
especially brassmakers and some galvanizers, used the rigid standards of 
the A. S. T. M. as a basis for obtaining redress from zinc smelters when- 
ever some of their work was faulty. Indirectly, much good resulted from 
such complaints; for while the brassmakers and galvanizers, on the whole, 
did not know what was wrong, the metallurgists in charge of zinc smelters 
were induced to abandon their conservatism and study the influence 
of impurities in spelter from the point of view of the consumer. For 
some of us, spelter gradually ceased to be considered merely spelter; it 


a Formerly Superintendent, Bartlesville Zinc Co., Bartlesville, Okla. 
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was recognized as an alloy of zinc, lead, iron. and cadmium. More atten- 
tion was paid to the mixing of ores, to obtain metal of a certain composi- 
tion, and valuable, although sometimes quite perplexing, results were 
frequently reached. 

The greatest impetus to this study was given by the war, when the 
demand for brass for munitions reached unprecedented dimensions and 
the bidding and counterbidding for high-grade zinc, which was not in 
existence, caused the price of this grade to soar. Smelting companies 
that had not relied on the fame of their brand and had been forced to 
investigate the qualities of their changing spelter, resulting from con~ 
stantly changing ores, were in a commanding position and ready to go 
ahead in proving the results of their research work. The Bartlesville 
Zinc Co., of the American Metal Co., was in such a position, and was 
the first to enter the field of producing highest grade zinc from common 
and impure ores. Electrolytic zinc, at that time, was in its infancy and 
of little consequence. 

It will lead us too far afield to describe here the many proposals for 
controlling the impurities that enter the spelter in the smelting process 
but we must mention why and how spelter is thus contaminated. 


SPELTER IMPURITIES 
Lead 


Any zinc blende carrying 3 per cent. of lead will yield a metal of the 
prime western quality; even the first draw will not reach the quality of 
brass special. An increase in the lead content of the ore, say not more 
than 8 or 9 per cent., will only slightly raise the lead content of the 
spelter, and never in the proportion of the increase of lead in the ore. 

Carbonate ores behave in the same manner, only generally the lead 
will be found to distill more freely than in roasted zine blende. Zine 
silicate ores are of little consequence to the custom smelter and need not 
be discussed here. 

Lead is actually volatilized and condensed, although its boiling 
temperature lies between 1450° and 1600° or 1800° C., according to differ- 
ent authorities; 7.e., considerably beyond any temperatures reached inside 
the zine retorts. The fact that with most leady zinc ores the percentage 
of the lead in the spelter is lowest in the first draw, and increases with the 
succeeding draws, seems sufficient proof that the smelting temperature 
controls this impurity. However, in his search for pure ores, the author 
has several times found a concentration of lead in the first draw, and has 
obtained a second-draw metal of greatly better quality. Such con- 
tradictory results point to the fact that the physical conditions of the lead 
and zinc in the ore have a greater influence on rates of recovery during the 
distillation process than is commonly realized. 
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Tron 


Iron enters the distilled metal from two sources: contact of the spelter 
with iron tools and molds, which are the more r adily attacked the hotter 
the spelter is; and solution of reduced (metallic) iron, contained in the 
charge, by the zinc standing in the condenser. The type of condenser 
commonly used in America is to blame for this unnecessary contamination 
as the molten zinc in the condenser rests against the ore charge and causes 
an intimate mixing, whenever the metal drawer removes the zine by 
means of the well-known “scratching.” In European practice, the con- 
denser is formed with a clay bridge at the back, which separates the 
distilled zinc from the ore charge; but this condenser requires more care- 
ful furnace work in its setting up and loaming, and is a little more incon- 
venient in drawing metal. Iron can be kept out of spelter almost entirely, 
if the precautions are taken that suggest themselves to the zinc metal- 
lurgist from this description of the causes of its presence. 


Cadmium 


A few zinc mines produce ores practically free from cadmium, but 
most of the ores available to the custom smelter carry this impurity 
in varying proportions, generally less than 0.2 per cent. Cadmium 
behaves very much like zinc and distills freely. Its boiling point (given 
by different authorities at from 720° to 860° C.) and the boiling point of 
zine (given at from 890° to 1040° C.) are too close together to allow an 
even approximately quantitative separation in the distilling process. 

Schnabel states ‘‘when zine blende is roasted, a great part of its 
cadmium content is lost by volatilization. Thus a blende from Silesia 
contained 0.11 per cent. of cadmium before roasting and 0.042 per cent. 
after.”’ With different types of roasters, different results will be 
obtained; but any blende will have its cadmium content reduced during 
the roasting process. 

The slow increase in temperature during the retorting process allows 
advantage to be taken of the difference in the boiling points of cadmium 
and zinc and leads to a concentration of cadmium in the first-draw metal. 
The second-draw carries much less cadmium, and the third-draw hardly 
any. ‘The retort residues, however, retain traces of this metal, showing 
that a complete elimination of this volatile element is practically impos- 
sible under retort smelting conditions. 

Many proposals have been made for the removal of cadmium from 
zinc ores before roasting, during roasting, and before smelting, but 
they are all uneconomical or impractical, considering the large amounts 
of zinc, so very similar in its reactions, in the presence of such minute 
quantities of cadmium as are found in the average zine ore. 
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ANALYSES OF SPELTER 


Some characteristic analyses of the several grades of spelter produced 
from different ores may prove interesting; only average figures are 
submitted. 


‘ 


LEaD Inon, ~ CapMIuUM, 


Per Cent. Per CENT. Per CEnr. 

Montana sulfides, concentrates............... 3.32 3.02 0.170 

Fins t=c ra wasp Clcer. ena semanas eens a nea ee 0.76 0.012 0.105 

SecOnd=Crawasp clbelaerca saci etait n ee 1.65 0.022 0.041 

Phird-draw Spelters ieee eee sete eee 2.76 0.046 0.020 
Colorado sulfides, concentrates............... 0.163 
Colorado, carbonates, crude................. 0.124 
Both ores mixed for smelting and fired very 

slowly 7 

JMgs Oleh gts] Notes obo.c acon od ue codec mo Re 0.60 0.035 0.560 

NeCONG-drawaspel bela tir taer meet tier aie 1.20 0.080 0.200 

ihird-drawispelternca. weer teen cs citer 2.50 0.265 0.090 
Australian sulfides, concentrates.............. 0.180 

Hirst=diraiwesDCkiciye armen mater ee earocie oor i Wiss (55 0.011 0.179 

Decond-draw spelter asses see een 1292 0.024 0.070 

hird-drawspelteresa sere ee aeons oe 2.50 0.103 0.027 
Arizona sulfides, concentrates epee Se oe Oma 
Mexican sulfides, concentrates iia to 

Mirstadrawaspelter. waeeemeriocwmaorsite cies <4: 0.920 0.020 0.220 

Second-draw spelter.........:............- 1515 0.046 0.083 

Third-draw speltercea sn arieteeaaee as. « 2.74 0.100 0.059 


In the practice of the Mid-Continent zinc smelters, the three draws 
represent approximately the following percentages of the metal pro- 
duced: First-draw, 36 to 38 per cent.; second-draw, 50 to 55 per cent.; 
third-draw, 9 to 12 per cent. 


SPELTER REDISTILLATION 


When deciding on the best, quickest, and cheapest method of pro- 
ducing high-grade spelter in large quantities from custom ores, which the 
Bartlesville Zine Co. was obliged to smelt under its contracts, the method 
of redistilliing common spelter was tried. At different times and 
places, redistilling has been practiced, but always on a small scale and 
nearly always to recover zinc from scrap alloys. We believed that the 
redistillation of virgin spelter would be a much simpler operation, so the 
company constructed four full-size, double furnace blocks at Bartles- 
ville, later trebling this capacity by erecting like furnaces at its other Okla- 
homa plants. Preliminary tests were made in December, 1914, and 
by January, 1915, detailed plans were ready for execution. 

The redistilling plant was located on a level piece of ground between 
the main smelter and the Lanyon-Starr branch, and a considerable dis- 
tance from the furnaces and other buildings of either smelter. The 
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refining furnaces were housed in the type of building usual in the Mid- 
Continent gas field, but more room was provided all around the furnaces, 
$ to obtain better ventilation and greater convenience in working. The 
buildings, Fig. 1, were arranged end to end, with fan house and retort 
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Fic. 1.—ReEDISTILLING PLANT OF BARTLESVILLE Zinc Co. 


Furnaces 


temper oven between them; each building contained two blocks of 
furnaces, also end to end. The stacks were between the blocks, each 
stack serving two furnaces, being divided vertically by a baffle wall about 
.20 ft. high. The settling tanks and the metal storage house were to one 
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side, joined to the furnaces by industrial tracks. Railroad loading plat- — 
forms were at the far end of the storage house. 
The regular crew of men consisted of: 1 foreman; 6 firemen, In 8-hr. 


shifts; 24 metal drawers, in 8-hr. shifts; 16 chargers and retort changers; 


2 men breaking sticks and loading charge trucks; 1 man cleaning up and 
painting spelter molds. During hot weather, quite a few extra men were 
required and the labor turnover was enormous, especially during 1915 
and 1916. Later, these conditions improved somewhat. 
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Fic. 2.—CRoss-SECTION OF REFINING FURNACE AT BARTLESVILLE Zinc Co. 


All material needed by the refinery, like green retorts, condensers, 
fireclay, coke and coal, as well as all products removed from the refinery, 
as metal, oxides, discarded retorts and condensers, were handled by the 
regular smelter crews attending to similar work for the ore furnaces. 

The type of furnace usual in the natural-gas belt was selected, retorts 
of extra heavy thickness were made, and condensers with ‘‘bridges’”’ at 
the large end were prepared. The back shelves on which the retorts rest 
were so located that the pitch of the retorts was opposite to that used in 
the ore-smelting furnaces. Fig. 2 shows these points clearly. 

The ore furnaces of the natural-gas belt are, in effect, merely a double 
horizontal flue, with retorts placed at right angles to the length of this, 
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flue, the gas (mixed with air under pressure burning in jets among the 
retorts) finding its way up the arched roof and down the flue to the end 
of the block, where it escapes at an incandescent heat through short 
chimneys. The retorts are inclined forward, so as to make charging and 
discharging of the ore mixed with reduction fifel easier, and to prevent 
the condensed zine from running back. In newly built Be furnaces, the 
back of the retort is from 6 to 8 in. higher than‘the mouth. The aon 
denser, wide open at both ends, is loamed to the retort by finely ground 
coking coal, mixed with small amounts of inferior clay. The mouth of the 
condenser is ordinarily stuffed with a loose moistened mixture of ground 
coal and screened skimmings or other zinkiferous sweepings or byproducts. 

For the redistilling operations, the retorts were of the same outside 
dimensions as those used in ore smelting, namely 51 in. long by 11 in. in 
diameter. The inside dimensions were 48 by 8 in., which meant a 3-in. 
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Fig. 3.—CoNsTRUCTION OF STICK MOLD. 


thickness for the butt and 114 in. for the side walls. The butt of the 
retorts was placed 6 in. lower than the mouth and, at that pitch, the 
capacity for molten metal was about 170 lb. for each retort. Later, it 
was found that, in spite of extra deep and heavy foundations under the 
center walls, an appreciable settling had taken place as a result of the 
back thrust of so many tons of metal, so that the final backward pitch 
was about 9 in.; the holding capacity for molten metal was thus greatly 
increased,which proved an advantage. ‘The retorts were tempered and 
inserted hot, as in the ore practice. 

The condensers were provided with a clay bridge, which closed 
somewhat more than one-half of the opening at the wide end. They 
were carefully attached to the retort mouth and loamed with fireclay 
ironed smooth with a hot, half-moon stamper. Contrary to the ore 
smelting method, where the condensers are removed every 24 hr., the 
refinery condensers remained undisturbed until they broke or choked up. 
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The common spelter produced by the ore furnaces and intended for 
redistillation was not cast into the usual flat molds or pigs, butinto sticks, 
each weighing about 5 lb. A special cast-iron mold, Figs. 3 and 4, was — 
prepared, in which ten sticks were made at one pouring. ‘These sticks 
were stacked on special charge trucks, Fig. 5, and kept near the ends of 
the redistilling furnaces for one day, so that they would be entirely dry 
and would not cause steam explosions when put into the distilling 
retorts. 

The molds, Fig. 6, receiving the redistilled metal were furnished with 
a small “pouring cup,” from which the metal overflowed gently into the 


Fig. 4.—STICK MOLD AND SPELTER STICKS. 


mold proper and required no skimming. The appearance of the finished 
zinc was greatly enhanced by this method; the brand was sharp and clear 
the top of the plates smooth, beautifully crystallized, without distolom 
ation, and free from inclusions of dust or particles of skimmings. The 
molds were cleaned daily and painted with a mixture of graphite and 
kerosene; the zinc did not absorb any iron from the mold whatever. 

The refinery furnaces were at first operated by natural draft. Near 
each gas burner was an air hole which could be adjusted in size to meet the 
varying requirements of heat. Very soon, however, we installed the usual 
pressure air system because with every-increase in wages the men became 
more unwilling to attend to the slightly more complicated regulation of a 
natural-draft furnace. 

cone method of operating was as follows: Starting with new retorts 
a “charge scoop” of fine coke (about 5 lb.) was spread over the bottom of 
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the retort; 150 Ib. of zine, in sticks or slabs, was carefully put in; another 
scoop of coke added; and the condenser quickly installed, loamed on and 


Fig. 5.—HIGH-sIDE CHARGE TRUCK FOR STICK METAL. 


stuffed with finely ground semianthracite. As this work proceeded, 
each charged section was immediately given an increase in gas, so that 
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Fia. 6.—SPELTER MOLD WITH POURING CUP. 


by the end of charging the chilling caused by the introduction of the cold 
metal was largely overcome. As soon as distillation began, the firing 
was reduced and then kept steady for the rest of the 24-hr. period. 
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The charging of going retorts was accomplished by the use of a special : 
tool, a semicircular trough attached to a curved handle and provided with 
a stop. The far end of the trough rested on the condenser bridge, the 
stop against the condenser mouth. A stick of spelter was placed on this . 
charging tool and then pushed into the retort by a second stick; this, in | 
turn, was pushed in by a third, etc., until the required amount was 
charged. The production of redistilled metal plus the zine contained in 
the day’s skimmings plus the known furnace loss determined the amount 
of zine to be replaced, so that every retort held at all times practically 
the same amount of crude spelter. 

Metal was drawn six times, in 4-hr. intervals, and each draw from 
each of the eight furnaces was piled separately. Every fourth plate was 
drilled for samples and, after the results of the chemical analyses were 
known, the different small piles of spelter were combined, in carload lots, 
in such a manner that each completed lot held practically uniform 
material, with only insignificant variations in lead, iron, and cadmium. 


SPECIFICATIONS 


Previous to this country’s entry into the war, specifications for 
requirements of spelter, especially by the allied nations, varied widely and 
showed no reference whatever to the grades established by the American 
Society for Testing Materials. Domestic makers of brass for ammunition 
purposes required, broadly speaking, spelter with 0.15 per cent. lead and 
iron combined. France purchased metal on the basis of the 
following specifications: 


LEAD, Tron, CapMIuM, Minimum Zinc, 
GRADE Per Crnt. Per CENT. Per Cent. Per Cent. 
lL Ranta ts skewed a eens 0.02 0.02-0.03 0.20 99.75 
Dist vaca lera she ered eseusellake 0.38 0.025 0.10 99.50 
is See tS eae Oe On, ae 0.20 0.01 0.40 99 40 
USC ePa Set ese rc 0.30 0.03 0.42 99.25 
Ore haspe etn gis eee eee 0.70 0.05 0.20—-0.25 99 .05-99 .00 
Gaiche -shene’ o Oieraaaversyemtinatanrs 1.42 0.08 98.50 
Silveris catenin 0.15 0.03 0.07 99.75 


These limits, however, were not always strictly adhered to, either 
because insufficient tonnage was forthcoming or because it was found that 
such strict differentiation was not really necessary Frequently, two of 
the grades were combined, as, for instance, 2 and 4, which allowed the 
spelter manufacturer sufficient leeway to increase his deliveries. In 
this combination, the higher lead allowance of grade 2 was combined with 
the higher cadmium specification of grade 4, and absolute uniformity 
within these quite sufficiently narrow limits was sacrificed by the buyer. 


KURT STOCK 907 


ipod The English Government purchased practically only two grades 
prime western and a 99.9 per cent. zinc plus cadmium quality. The 
latter specification is of especial interest, as it showed that the “cadmium 
myth” had no terrors for this government. The most particular cus- 
tomer was the Imperial Russian Government, who bought practically only 
one grade, 99.9 per cent. pure zinc. Enormous tonnages of this metal 
were shipped by us, but its production required especial treatment and 
preparation. The Italian Government adhered generally to the French 
standards. After its declaration of war, the United States Government 
published specifications as follows: 


Navy DEPARTMENT UNDER Date or June 1, 1917 


te rs C MINIMUM 
GRADE Per Cent. Pes Conn Pan Coun Pee Cae 
Bod ol bigiaee ee Se re 0.07 0.03 0.05 99.85 
ESPEN S-1-0a), orb icrdeed tse his 0.20 0.03 0.50 99.35: 
(Ch hs 5s AE eRe ee eee 1.00 0.08 0.75 98.00 
War DEPARTMENT UNDER Date oF Jury 31, 1917 
E. e.an 2y Seta TAINO eee obra eee 0.10 0.03 0.50 99.50 
1B cc sh ta.chn les REE Ieee 0.25 0.03 0.50 99.35 
(sc ot epi Ae ee ee eee ae 1.00 0.08 0.75 98.00 


Practically none but grade A was demanded; and as the supply proved 
insufficient the government, in March, 1918, modified its specifications 
for this grade for both departments to 0.10 to 0.12 per cent. lead, 0.02 per 
cent. iron, 0.50 per cent. cadmium. 

Long before the specifications of the allied governments and the 
American cartridge brass manufacturers crystallized in the grades just 
mentioned, redistilling operations of this company were in full swing. 
The writer had always appreciated the fact that spelter produced from 
western ores was uneven from day to day, and even in different sections 
of each furnace on any one day; but these differences were small and it 
was believed could be controlled to some extent. However, this matter 
was aggravated by the deterioration in quality of most of the ores, caused 
by the constantly rising prices of spelter with its great profits to the 
mines. No ore contracts had provided for such unforseen and unex- 
pected metal prices, or such increase in the cost of mining and smelting, 
as a result of high wages, high cost of supplies, and general inefficiency of 
labor. In some cases, adjustments of contract conditions between 
smelter and mine were made, but not in all. The tendency to “hog” the 
profits was quite general all around, and its most disastrous first conse- 
quence was the output of inferior grades of concentrates, with a con- 
stantly declining tenor of zinc, which in extreme cases led to the shipping 
of enormous tonnages of crude ore. Custom smelters were deluged with 
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undesirable grades of ore and recoveries began to drop, as there was no 
time to make the necessary tests for handling such constantly depreciating 
and changing raw material. 

The work of grading the spelter output of the ore furnaces, so as to 
provide a fairly uniform quality of sticks for redistillation, became more 
and more difficult, and quickly led to the proper solution of this trouble. 


SerrLing TANKS 


Two large settling tanks, Fig. 7, were constructed, the purpose of 
which was to equalize in quality all crude spelter destined for redistilla- 
tion. The writer had had experience with the small, coal-fired German 
type of settling tank, and knew that its inherent drawbacks could be 
largely overcome. As the lessons of the war demands have taught the 
consumers of spelter the advantages of uniformity in chemical composi- 
tion, hereafter more emphasis will be laid upon this point. 

Crude spelter is slowly melted under a reducing flame on the high 
shelf of a pocket-shaped deep tank. ‘The excess lead and iron liquate 
and collect in the bottom of the tank according to their specific gravities, 
and a uniform zine stays on top, which is then tapped off. Theamount of 
iron and lead held in solution in molten zine, varies with the temperature— 
just above the melting point of zinc it is saturated with about 0.6 per cent. 
of lead; when the bath is heated to a point where casting is possible, this 
content will increase to about 0.9 to 1.1 per cent. As experiment had 
shown that the lead or iron content of the spelter used in redistillation was 
of comparatively minor importance, but that uniformity of the metal 
charged was necessary to the successful output of large quantities of high- 
grade zinc, these settling tanks fulfilled their purpose admirably. 

In small tanks, the floor is usually tamped fireclay and the settled 
metal is ladled out from a separate well connected by a narrow channel 
with the main chamber. In these large tanks, the floor was built of 
several superimposed layers of matched and closely laid firebrick, the 
top layer forming an inverted arch, safely anchored in the side walls. At 
the discharge end, a large tile was built in; this was provided with a nar- 
row deep notch, ending in a troughlike projection. The tanks were 
encased in sheet steel up to the level of the metal bath, preventing out- 
breaks of metal or leakage through the firebrick; they were provided with 
heavy rail buckstays all around, as well as on top and bottom. Both 
tanks were erected on one solid concrete slab and set with the bottom 
buckstays on a number of parallel rails, permitting the tanks to move 
freely with expansion or contraction; also air could circulate unhindered 
beneath the tanks. The products of combustion were removed through 
small outlets in the arches near the front end, by means of a horizontal 
flue connecting both tanks. From the middle of this flue rose a short 
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Fic. 7.—SETTLING TANK OF BARTLESVILIE ZINC CO.; NOTE HEAVY TIEING OF BRICKWORK BY RAILS AND RODS ALL AROUND. 
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stack through the roof of the building. Removable platforms were 
erected all around and between the two tanks, at a height convenient 
for all furnace work; about one-third of the tanks were below these 
platforms, which safeguarded the crew in case the metal should break 
out below. 

To tap, a little of the fireclay filling the notch was scratched off and 
the molten zinc run into a large, clay-lined ladle, the broad spout of which 
rested under the trough projection. The ladle, holding about 500 Ib. of 


Fic. 8.—BAcK VIEW OF TWO SETTLING TANKS. ‘TRUCKS WITH CRUDE SPELTER 
INTENDED FOR TREATMENT ON ELEVATED WORKING PLATFORM. TWO SMALL GAS 
BURNERS ARE SHOWN, ONE ON EACH SIDE OF CHARGING DOOR. THE BURNERS ALONG 
THE SIDES OF THE TANKS WERE NOT USED AFTER THE FIRST TRIAL. IN THE CENTER 
BACKGROUND, THE SMOKE FLUE CONNECTING BOTH TANKS IS VISIBLE; THE SHORT 
STACK WAS ERECTED IN THE MIDDLE OF THIS FLUE. 


spelter, was suspended from a differential chain hoist, which traveled 
on a monorail overhead. A row of stick molds was in front of each 
settling tank, with arrangements for tipping the molds forward and away 
from the operator’s platform. On the other side of the mold stand, and 
on a lower level, were narrow-gage tracks, on which the spelter trucks, 
Fig. 5, moved. The cooled sticks were dumped directly on to these 
trucks, run over a scale, and taken to the redistilling blocks. 

The settling tanks were a success in every way; gas consumption was 
unexpectedly low because of the insulation of the heavy side walls and 
double arches. ‘The metal bath was skimmed only once in two weeks, and 
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the skimmings were smelted in the ore furnaces. Lead was removed 
every 4 to 6 months, depending on the lead content of the crude spelter 
charged ; this lead found a ready market, being pure enough for the trade- 
The mushy iron-zine alloy, which separated the lead from the zine, was 
removed by means of a large, long-handled, perforated scoop, molded 
into plates, and refined in the redistilling furnaces, yielding high-quality 
spelter and a residue of lead and iron that was salable to lead smelters. 


Fig. 9.—SPELTER DRAW CAR. REFINERY FURNACE SHOWING THE CENTRAL 
JOINT STACKS, BELONGING TO FOUR FURNACES. ‘THESE STACKS HAD INSIDE BAFFLE 
WALLS UP TO A HEIGHT OF 20 FT., TO PREVENT INTERFERENCE IN DRAFT. 


The capacity of the tanks was about 1,500,000 lb. of crude spelter per 
month with a metal loss of 0.4 per cent. One man per 8-hr. shift 
attended to both tanks, drawing each one every hour, and charging 
immediately after drawing the same number of plates that were taken out. 
It was easy and inexpensive to dead-fire the settling tanks, if this was 
desired for any reason; a sample of zinc removed after a ten days dead- 
fire, showed the unusually low lead content of 0.500 per cent. Such metal 
was, of course, too cool for tapping and molding. 

As soon as the settling tanks were in operation, the redistilling 
furnaces produced uniform and reliable metal. Although each one of 
the six daily draws was a little different in composition, it was like the 
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corresponding draw of the next day and soon. ‘Typical analyses of that 


period are as follows: 


| Grade, Wakeman ety ier 

| F cond | Third | Fourth Fifth Sixth 

to"Tanks Bose | Draw | ae | Draw Draw | Deis Drew 
-_ — a - Ta a So —<—— = MA SS 
Lead, per cent...... | 2.50 1.000 0.102 0.114 | 0.125 0.128 | 0.130 0.130 
Iron, per cent....... |} 0.10 | 0.033 0.009 0.009 | 0.008 | 0.006 | 0.005 0.007 
Cadmium, per cent... 0.06 | 0.060 0.185 0.115 0.055 0.037 0.013 0.009 
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Fig. 10.—A COMPLETE COLLECTION OF REFINERY TOOLS; THE LAST ONE ON THE 
RIGHT IS THE STICK CHARGING TOOL. 


Each draw from each furnace was kept by itself and marked, and the 
analyses entered into a stock book, from which the carload lots were 


later determined, so that each shipment was of great uniformity and of 
absolutely known composition. 


MeEtHops oF ConTROLLING CapMiumM 
As the demand for the highest grade, 99.9 per cent. pure zinc, contin- 


ued to increase and as only occasional draws were of that quality, it was 
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decided to resort to double redistillation. Lead and iron could be con- 
trolled easily; a slow heat in the distillation furnaces yielded spelter of 
0.050 per cent. lead and 0.004 per cent. iron, but the cadmium gave trouble. 
Tests with different temperatures proved that this element could be 
quickly gotten rid of, if sufficient heat was used, but that it was removed 
with difficulty if, for the sake of low lead, a low heat was employed. The 

_ analyses shown here are typical of such experiments; the crude spelter 
used was the first draw from high-grade Joplin ores and had not 
been settled. 


Quick, sharp firing: 


First draw, per cent. cadmium............ 0.151 (largely burned off) 
Second draw, per cent. cadmium.......... 0.013 
Third draw, per cent. cadmium........... trace 


Slow, moderate firing: 


First draw, per cent. cadmium............ 0.440 
Second draw, per cent. cadium............ 0.381 
Third draw, per cent. cadmium........... 0.231 
Fourth draw, per cent. cadmium........... 0.157 
Fifth draw, per cent. cadmium............ 0.081 
Sixth draw, per cent. cadmium............ 0.035 


The control of cadmium was accomplished in two ways: In the first, 
it was necessary to use a crude spelter low in that element, so stocks of 
metal, representing the last draw from the ore furnaces, supplemented 
with the same grade from the company’s other plants or purchased from 
outside smelters were accumulated. This metal, high in lead and iron 
but low in cadmium, was treated in the settling tanks and there freed 
from its excess of lead and iron. The product was then subjected to 
redistillation, with the object of concentrating all cadmium in the first 
two draws by sharp firing. The next four draws were cast into sticks and 
used for double redistillation, yielding on the first two draws a metal of 
99.9 per cent. zinc plus cadmium quality, and on the other four draws 
a metal of 99.9 per cent. pure zinc grade. 

Representative analyses of double redistillation were: 


LEap, Iron, CapMIUM, 
Per Cant. Per CENT. Per Cent. 
First and second draws.............. 0.020 to 0.060 0.005 0.070 to 0.120 
Third, fourth, and fifth draws..... 0.040 to 0.050 0.004 0.004 to 0.010 
0.050 to 0.070 0.004 nil to trace 


Soin hana aow nn bee cb aa eee ereeins 


Sixty carloads of 99.9 per cent. pure zinc shipped under one order 
assayed between the following extreme limits: 
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Lead, Per Cent... etal ys pee ree seo ve ne ne 0.044 to 0.074 


Iron, per cent...) sikasids ula rapiemele feats bee haale wa 0.003 to 0.007 
Cadmium) per cent...23 ich wea agite Tachi ors 0.006 to 0.021 


It should be mentioned that this redistilled metal showed no other 
impurities whatever, because the ores were singularly free from arsenic 
and antimony. To avoid these two elements, as well as bismuth, tin, 
copper, etc., no remelted or scrap metal was purchased for the refinery. 
The origin af outside third-draw metal was, in all cases, known and was 
guaranteed by the seller. 

The final metallic residue was removed from the retorts every 18 
days and was subjected to further redistillation in special retorts, with 
the object of extracting all remaining zinc. The dross from such 
final redistillation was separated, according to its origin, into high-lead 
and high-iron material and sold to lead smelters. Characteristic analyses 
of such dross residue were: 


ZINC, IRON, LEAD. Srtver, OuncES Gop, OUNCES 
Per Crnr. Prr Cent. Prr CrEnt. Per Ton Per Ton 
19.25 0.65 79.3 21.66 0.025 
28.75 0.55 70.1 17.39 0.010 
44.04 39.85 4.4 0.010 


Gallium and indium were found in such dross, which had originated 
from the redistillation of spelter produced from certain Joplin ores. 

In single, as in double, redistillation the metallurgical work improved 
with practice and recoveries, over a two-year period, were 87 per cent. as 
marketable spelter; 5 per cent. was the loss by burning and retort absorp- 
tion; and the skimmings contained the remaining 8 per cent. of zinc in an 
80 per cent. product. These latter, called refinery oxides, were handled 
like high-grade ores and, mixed with only 10 per cent. of dead coal, were 
smelted in the ore furnaces. The zine recovery of the refinery oxide 
charge showed an average figure of 90.94 per cent., in a 42-months con- 
tinuous run on one ore furnace. All the anthracite stuffing of the 
refinery condensers had gone into these skimmings, hence the small 
amount of new reduction fuel. The yield from this charge was an excel- 
lent and uniform grade of spelter, somewhere between the intermediate 
and brass special grades established by the American Society for Test- 
ing Materials. 

In the operations of the redistilling blocks, the pbs was supported 
by an exceptionally capable foreman who, after the first few months, 
could be relied on to produce any grade of spelter desired, according to 
the shipping orders. Regulation of heat, segregation of special draws, 
mixing into the redistilled metal of weighed amounts of carefully graded 
and analyzed crude spelter or single redistilled material of off-assay, gave 
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_ the operations a latitude unknown in ore-smelting practice, and enabled 
the plant to turn out huge tonnages of uniform spelter and of any com- 
bination of lead, iron, and cadmium demanded. Large melting pots for 
such mixing of different grades were used for purposes of equalization. 
An unusual amount of laboratory work was, of,course, required and sev- 
eral chemists were kept busy on refinery analyses alone. 


CaRE OF RETORTS 


New retorts yielded, for the first week, a higher grade of spelter than 
they did later, and advantage was taken of this fact. This was easy to 
do, as the 18-day cleaning and 36-day changing of retorts were done by 
sections, proceeding regularly down each furnace in turn. Working costs 
were kept low under such a system, the work being done strictly on 
schedule and at great speed. As in ore smelting, the charging and 
retort-changing crews were allowed to go home as soon as their work 
was done, so they rarely worked more than 4hr. For the rest of the 
time, only one fireman was on duty for each two blocks, and one metal- 
drawer for each furnace on 8-hr. shifts. 

The removal of the dross from retorts to be cleaned or changed was 
done by the night metal drawer, into special ladles and with special 
tools, so as to avoid contamination of the redistilled metal with this high- 
lead and high-iron residue. The amounts so removed were small, as such 
retorts had not been charged for three days preceding the cleaning-out 
process, and were worked down low. In the morning, the day crew 
charged, or changed and charged, these retorts as their first duty, so as 
to avoid a burning out of the absorbed zine. 

The body of the retorts was deep blue with zinc spinel, and showed 
stringers of zinc in the fine checks and cracks, so common in clay retorts. 
The retorts did not break and drop their spelter contents into the furnace; 
they were closely inspected by the foreman when they were removed from 
the temper ovens, and discarded if he had the slightest doubt as to their 
soundness. Small pinholes at times developed after charging; these were 
readily observable through peep holes in the ends of the furnaces and 
in line with the spaces between the rows of retorts. Such pinholes were 
patched with soft clay whenever possible, or were marked for immediate 
cleaning out and removal, if patching was not possible. 

To avoid contamination of the redistilled metal by iron, bronze 
scratchers were tried, but quickly proved to be unsuitable. Hach metal 
drawer was provided with a large number of the regulation cast-iron 
scratchers, and was required to use each one only a short time, so that no 
undue heating of the iron tool could lead to an increase of the remarkably 
low iron content of the redistilled metal. After the first year’s operation, 
the metal carried never more than 0.005 per cent. iron, with an average 
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of 0.0035 per cent., which figure is not equalled by any spelter made from 
pure ores direct, or by any electrolytic zinc. 


Propucinc Mopiriep Grape A BY SINGLE DISTILLATION 


Early in 1918, after the establishment of more liberal specifications 
by the United States Government for grade A, and after the Russian 
demand for 99.9 per cent. pure zinc had ceased, there was a serious decline 
in price for such grades. Double redistillation with its double operating 
costs and metal losses became unprofitable, and it was possible to 
produce the modified grade A by single redistillation from third-draw 
crude spelter. A very low heat was used, the efficiency of the men and 
the interest in their work increased, and reliable results were obtained. 
The tonnage under this treatment decreased considerably, but this 
was partly offset by the saving of settling costs, decrease in metal losses 
as a result of longer retort life, simplified handling of the distilled metal, 
because of great uniformity of the six draws, with the total absence of 
off-assay lots, etc. The refinery retorts had proved very reliable and, 
under the conditions of gentle firing, stood up so well that a second 
cleaning before changing was introduced, thus giving a life of 54 days. 

The average analyses of the singly redistilled metal under this method 


were as follows: 
THIRD AND 


First SEconD FourtH FirtH Six TH 

Draw Draw Draws Draw Draw 

Mead siperscentmmenscsctcer 0.050 0.070 0.085 0.090 0.110 

irony perm centers 0.004 0.004 0.004 0.005 0.005 

Cadmium, per cent.......... 0.200 0.123 0.080 0.040 0.015 
Costs 


Redistilling costs varied, during the 45 months of continuous oper- 
ations, from $7 to $10 per ton of crude metal treated, depending largely 
on tonnage (a factor of slow or fast firing); the average was $8.70. The 
major items of such costs were as follows: Labor from $5.06 to $6.24 
per ton crude spelter. Natural gas was $1.44, based on an average price 
of 7.9 cents per 1000 cu. ft. at the furnaces. Retort consumption varied 
from $0.50 to $0.32. Condenser consumption averaged $0.20. Coke 
(reduction fuel) was $0.01. Semianthracite (for stuffing) averaged 
$0.21. ‘The balance of the costs comprised repairs to tools and buildings, 
power, supplies, clay, liability insurance, salaries, water and miscellaneous, 
all small items. 

Tonnage varied from 1600 to 1400 per month, with a gas consumption 
of 900,000 cu. ft. per day, which included the operation of the settling 
tanks, retort temper oven, melting pots, etc. 

The foregoing description of the process of redistilling spelter shows 
the remarkable adaptability and latitude in quantity and quality produc- 
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tion of high-grade zinc, and it will not be surprising to learn that, of all 
the Mid-Continent smelters practicing redistillation, the Bartlesville 
_ Zinc Co. was not only the first to start this process, but the last to dis- 
continue it. Far-reaching economies had gradually been introduced, and 
the metallurgical work had improved so far, that competition with the 
old-fashioned brands of high-grade zine was perfectly possible. The 
quantity production of electrolytic zine caused the company to shut down 
its refineries, thus bringing to a close a mest successful emergency pro- 
cess, which will always remain an interesting phase in the history 
of the metallurgy of zinc. 


OTHER MerTHops or REFINING 


For the sake of completeness, there should be mentioned here those 
other processes of refining zinc in the Mid-Continent field that have come 
under the author’s observation. 

Several smelters used a copyrighted process, whereby prime western 
spelter was freed of its excess lead and iron in a settling tank and charged, 
in a molten condition, into redistilling retorts through holes in the back 
end of such retorts in single furnaces. The redistilled metal was dumped 
into an equalizing tank, and molded out after thorough stirring and 
mixing. As the charging was done after every draw, and later twice a 
day, several advantages were obtained. The retorts were kept more 
uniformly loaded and not exposed to the chilling effect prevailing when 
charging with stick metal; hence it was easy to keep temperatures at a 
uniform level, and have draws of equal tonnage. On the other hand, this 
process failed to take advantage of the control of cadmium by fractional 
distillation, and therefore never turned out the highest grade of 99.9 per 
cent. pure zinc. 

Another company used graphite pots, similar in design to those used 
in distilling zinc from the silver-gold-zinc crusts obtained in the Parkes 
process of lead desilverization. These pots were expensive and short- 
lived and it was hard to regulate the heat in the small furnace units. 
Metal losses were large and the quality of the produced zinc uncertain. 
The pots cost around $40 each, had a life of only 30 days, and required 33 
hr. for distilling one charge of 750 1b. This process could not be adapted 
to mass production for obvious reasons. 

Almost every smelter in the Kansas-Oklahoma district tried redistill- 
ing in one way or another; some used regular ore furnaces temporarily, 
by reversing the slope of the retorts and setting their back ends on to 
lower shelves. All of this company’s branch smelters redesigned the tile 
lining and shelves and, in the construction of new furnaces or the repairing 
of old ones, new equipment was installed, making it ‘possible to use a 
block of furnaces for either ore smelting or redistilling of metal as desired. 
Such expedients, however, were never as satisfactory as the main redis- 
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tilling plant, which was erected as a self-contained unit complete with all 4 
auxiliaries, including separate air fans, gas lines and pressure regulators. 
Mix-up in the destination of metals, contamination by sweepings, dust, 
ore-furnace tools, and fuels etc. were entirely avoided. Any one familiar 
with the usual zinc-smelting plants will readily appreciate this point in 
the light of the painstaking cleanliness and orderliness required for the 
successful and faultless production of highest grade zinc. 


DISCUSSION 


G. E. Datsny, East Berlin, Conn.—If the ordinary galvanizing 
dross, that is dipped from the bottom of a galvanizing pot, running about 
10 per cent. iron, were redistilled, how much zine would you recover? 
How much zine would the dross residue in the retort hold, and in what 
shape would it be? 


Kurt Srocx.—Do you mean metal of 90 per cent. zinc + lead and 
10 per cent. iron? Metal with 10 per cent. iron is, of course, rather hard 
to melt by itself and is apt to be mushy after melting. It can be diluted 
in one of these large settling tanks to a point where it will readily melt 
and segregate. You will then obtain in the bottom most of the lead, 
which never holds more than 2 per cent. zinc. The iron-zine is in a 
mushy condition above it, and can be handled readily, even if the iron 
content is above 10 per cent. This material can be distilled like any 
other metal in retorts. 


G. E. DatBry.—You would not find it practicable to redistill that 
10 per cent. iron dross direct? 


Kurt Stock.—You can do that, but the other method is preferable,- 
as you save the lead and obtain a better spelter in the final distillation. 


G. E. DatBry.—How much zine would remain and what would be 
the analysis of that residue? 


Kurt Srocx.—Practically no zine whatever; nothing but iron, some 
lead, and other non-volatile impurities. No zinc whatever will remain 
after distillation at sufficiently high temperatures. 
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High Zinc in Lead Blast-furnace Slags 


By Frep E. Brastey,* Ketuoae, Ina. 
(New York Meeting, February, 1925) 


MerTALLurGists have, in the last ten years, overcome many diffi- 
culties of high zinc in lead blast-furnace slags. This problem was brought 
to the front at the close of the war, by the price obtained for lead and the 
high cost of labor, fuel, and flux. 

The Port Pirie plant of the Broken Hill Associated Smelters, Austra- 
lia, early in 1919 had increased the zinc oxide in its blast-furnace slags 
from 13.5 to 20 per cent., at the same time reducing the iron oxide in the 
slag from 33.5 to 25.6 per cent. These results were obtained by the 
addition of 10 to 12 per cent. granulated slag to the roaster charge, 
improved conditions of the crushing, mixing, and roasting of the con- 
stituents of the sinter. By experiments and improvements, the practice 
at this plant has developed a normal slag that carries 22 per cent. zinc 
oxide, and at times runs as high as 33 per cent. zinc oxide, with only 
slight furnace trouble. The granulated slag is used not only as a diluent 
to the sulfur in the roaster charge, but on account of its value as a slag- 
forming material and the physical properties it imparts to the finished 
sinter. The ore is mixed with flux and given a double roast. All the 
first roasting is by sintering with the Dwight & Lloyd machines. The 
final roasting is performed partly by Dwight & Lloyd machines and partly 
by H. & H. pots. The charge to the blast furnace consists chiefly of 
the final sinter, slag shells, siliceous and non-bearing sulfur lead ores. 
High blast and ore columns are the practice. The greatest care is taken 
to obtain in the final sinter as low a sulfur content as possible. 

Attracted by the success of the Port Pirie plant, The Consolidated 
Mining & Smelting Co. of Canada, at Trail, B. C., in 1920 treated its 
crushed primary sinter with about 15 per cent. granulated slag. The 
Trail smelter at this time was short of ore and a large part of the charge 
to the roasters consisted of the zinc-plant residue having the following 
analysis: 12 to 16 per cent. lead, 12 to 16 per cent. zinc, and 25 to 30 per 
cent. iron. ‘The lead in the final sinter was low and the physical condition 
was so bad that all the sinter had to be screened before it could be charged 
to the blast furnace. Also it disintegrated on being trammed and dumped 
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into the furnace, which caused furnace trouble. After the addition of the : 
granular slag to the crushed primary sinter, the final sinter while lower in 
lead content had a better physical condition and gave far less furnace 
trouble. A typical slag at that time consisted of about the following 
analysis: Pb, 1.2 per cent.; Zn, 14.0 per cent.; insol., 20.0 per cent.; 
Fe, 32.0 per cent.; CaO, 10. 0 per cent. Today, tHe anes carry as high as 
22 per cent. zinc a no troubles arise, provided the iron and sulfur are 
correct. At Trail, the double roast is done by means of Dwight & Lloyd 
machines. The granulated slag is still added to the second roast feed. 
As the lead in the charge is much higher now, the use of the granulated 
slag is prompted by the physical condition of the final sinter and the 
advantage gained in operating the furnaces. 

The Burma Mines Co. smelter at Namtu, Burma, also sought to 
reduce the ironstone added to the furnace and to dilute the sulfur con- 
tents of the roaster feed by the addition of granulated slag to the feed of 
the primary roasters. No advantages were gained; but greater diffi- 
culty resulted in crushing the primary sinter and higher sulfur content in 
the final sinter. The dilution of the sulfur contents of the primary roast 
feed was solved by the addition of 10 to 20 per cent. of crushed secondary 
sinter or crushed furnace barrings. During August, 1921, 2871 long tons 
of furnace barrings crushed to }4 in. were used on the primary roaster 
feed as a sulfur diluent. An analysis of the crushed barrings was: Ag, _ 
18 oz.; Pb, 28 per cent.; ZnO, 23.3 per cent.; FeO, 19.3 per cent.;S, 8.0 | 
per ete meer 11.2 ner cent. 

The ine furnaces, with a loss of only three days out of 124, smelted 
12,070 long tons of sinter produced with these barrings. An analysis of 
this sinter was: Ag, 31.9 0z.; Pb, 32.8 per cent.; Zn, 22.6 per cent.; FeO, 
17.0 per cent.; SiO2, 11.0 per cent.;S, 3 per cent. The furnaces produced 
4276 long tons of bullion; the slag had about the following analysis: 
Ag, 0.6 oz.; Pb, 4.2 per cent.; ZnO, 27.2 per cent.; FeO, 30.2 per cent.; 
SiOz, 23.2 per cent.; MgO, 4.4 per cent.; CaO, 5.0 per cent. It was 
interesting to note that even without a baghouse or a Cottrell plant, the 
silver recovery was about 90 per cent. and the lead about 84 per cent.; 
also the barrings used had been exposed to the tropical climate and 
weather for years and were in a very poor physical and chemical condition. 
The furnaces ran well until more lime was added, in an attempt to 
clean some of the lead from the slag; this was successful in lowering the 
lead but the furnaces slowed up until the extra lime was taken off 
the charge. 

The practice at Namtu is to obtain the primary roast by Dwight & 
Lloyd. machines, crush and reroast part in H. & H. pots and part by 
secondary Dwight & Lloyd machines. The sinter contains all the 
charge to the blast furnace, except the lime, which is added to the furnace 
with the coke. The return dross also is charged but no shell slag. 
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The ore, blast, ore column, size and type of furnace used by these 

_ plants vary in such a manner as to have no general bearing on each other 

_ in regard to high zine in slags. They are all successful in operating with 

slags that run as high as 22 per cent. zinc, and at times much higher. 

_ The writer, through associations with metallurgists of these plants and 

_ from observation and experience at the Trail Smelter and the Burma 

Smelter, wishes to present the following. conclusions, which are based on 

the procedures found necessary in these plants in producing high zine in 
lead blast-furnace slag: 

Thorough crushing and mixing of all the constituents of the primary 
feed. 

A dilution of the sulfur contents of the primary roast feed to 10 to 14 
per cent. sulfur by the addition of some such material as granulated slag 
or crushed sinter. 

Special attention given to the moisture of the roaster feed. 

The sulfur contents of the final sinter should be under 2 per cent. 

The sinter charged to the furnace should have very few fines. 

The iron in the slag should be slightly higher than the zine. 


DISCUSSION 


R. C. Cansy, Wallingford, Conn.—About 1896, there was a good 
deal of discussion about high zinc in lead-furnace slags and the Engineer- 
ing & Mining Journal had an article pretty well covering the ground 
and showing slags varying from 15 to 20 per cent. and over zinc oxide. 
The interesting thing in this paper is that there is no reference to any 
particular difficulty; those of us who smelted in the West in those days 
when zinc in the charge was high and the lead was low had a great many 
difficulties. The particular thing is that every charge in the furnaces 
mentioned in this paper is a sintered charge. 

About 1912, I had rather an interesting experience with some work 
that Dwight & Lloyd were doing with roasted pyrite ore from acid 
plants. There was no possibility of smelting it in the blast furnaces. 
Experiments treating that material after sintering showed remarkable 
fusibility. The material had defied the reverberatory furnace because 
there was no reducing action and the blast furnace because of its fineness. 
In describing this sinter, at the time, I referred to the sinter as “‘pre- 
digested furnace feed.” 

In the slags referred to, in 1896, it was a question about high lime in 
zinc-bearing slags. In the work to which I referred particularly, at that 
time we had to have a high lime and those slags containing 20 per 
cent. zinc oxide carried sometimes as high as 23 or 24 per cent. of CaO. 
Herman A. Keller! had previously referred to a high lime, with high zinc. 


1 The Desilverization of Lead Slags. Trans, ( 1892) 21, 71. 
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We had to carry high lime in the smelting to which I referred since we had — 
no iron and it was also necessary to have a low specific gravity. The 
high lime gave a much better separation on account of the low specific 
gravity; we used a little more fuel—about 18 per cent. Of course, with 
this predigested charge, while the fuel in the smelting charge is not given, 
I suppose it is much lower than that. 


Frep E. Brastey.—High lime, high zinc, and sulfur will freeze a 
furnace, for this reason low CaO, from 15 to 5 per cent., is the practice in 
producing a high-zine slag. Coke at these plants averaged 9 to 12 per 
cent. of the charge. 


R. L. Luoyp, New York, N. Y.—Difficult slags will also be encoun- 
tered in copper practice. Equivalent slags I have made were much 
over 20 per cent. zinc, using sintered material almost to 100 per cent. 
In making a difficult zinc, or any other difficult slag, the rate at which ~ 
the furnace runs will affect to a large extent the ability to handle that 
particular slag. A very fast driving furnace will handle a difficult slag 
that a slow driving furnace will not and much of the ability to handle 
difficult slags comes from the fact that with a sintered charge, invari- 
ably, the furnace is driven so much more rapidly than with a fine charge. 


Carte R. Haywarp, Cambridge, Mass.—One important thing is the 
temperature in the furnace or the rapidity of driving. When visiting 
Trail two years ago I was astonished at the high-zine slags they were 
making, also at the temperatures observed in the lead furnace. They 
were running with a top much hotter than the customary practice, but 
the slags were running well, and they have made slags even higher in 
zinc than those noted here. 

At the laboratories of the Massachusetts Institute of Technology 
last year, a study was made, by H. T. Mann, of the equilibrium of ZnO, 
CaO, FeO, and SiOz and various replacements of the bases one by the 
other. These results will doubtless be published in the near future. 
They brought out the fact that there were several groups of slags that, as 
far as the melting points and fluidity were concerned, could be used in 
lead smelting and run high in zinc, but the range of those slags was 
astonishingly narrow. We found that, having established a slag that 
would fuse within-the range of ordinary lead-furnace practice, by varying 
some one of the constituents 1 or 2 per cent, one way or the other, the 
fluidity would either change or the melting point would rise to a tempera- 
ture that would be undesirable in the lead blast furnace. 

I believe that the figures obtained would be confirmed in a lead fur- 
nace and that some of the troubles found in lead smelting with high zine 
in the slags have been due to the fact that the very narrow range of 
composition possible in the slags used has not been fully recognized. 
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I say narrow range; at least two and possibly three groups of slags can 
be used, but in either of them slight changes in composition are disastrous. 


R. C. Canpy.—This paper says the iron must be slightly in excess 
of the zinc; was that one of the things you noticed? 
t 


Carte R. Haywarp.—That was true in some cases. There is 
_ another group of slags where that was not true. 


Frep E. Breastey.—With varying constituents, slightly higher iron 
than zine in slag acts as a factor of safety on a commercial scale and 
gives continued operation. 


G. E. Datsry, East Berlin, Conn.—Once I smelted some foundry 
ashes and refuse in a circular 36-in. blast furnace to black copper. The 
slags from this operation ran about 20 to 25 per cent. zinc oxide. We 
had pretty good luck as long as we kept things moving and the furnace 
hot. If for any reason the furnace was slowed down, it was practically 
impossible to get the furnace back to good running order again; but if 
kept hot we had practically no difficulties. The iron oxide in the slag 
went about 37 per cent. 


ArtHuR 8. Dwieut, New York, N. Y.—The function of the granu- 
lated slag added to the raw charge to be sintered is twofold. First, it 
acts as a diluent in separating, one from another, the little individual 
particles of sulfide and preventing their fusing together in the first heat 
of roasting and by holding them apart permitting each particle to be 
instantly burned up, you might say, as the zone of ignition reaches it; 
second, it gives a certain amount of slag-making material, which can 
unite with the oxide produced in the preliminary, or roasting, phase to 
form a coherent sinter in the final or sintering phase. Those two factors 
are necessary to produce good results and a coarse sinter for the blast 
furnaces. The author speaks of the successful use of granulated slag at 
Port Pirie, Australia, while in the smelter at Namtu, Burma, the crushed 
slag was not so helpful. He fails, however, to give the corresponding 
analyses. I venture to say that in the one case there was a deficiency of 
silica or fusible material in the charge while in the other case there was 
an ample amount, and the slag was unnecessary and consequently took 
up space and was therefore undesirable. 

The final results obtained in those plants, each by its own procedure, 
was a satisfactory furnace product. It was that product that did the 
work, because it brought about a certain set of conditions in the blast 
furnace that made it possible to carry high zinc in slags. 

The author says that, in one place, they had to screen out all the fine 
material so as to have a coarse charge. He also speaks of the high 
blast that was helpful in fast driving, which several have mentioned as 
necessary to carry through a slag high in zinc, and that it permitted the 
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furnace to run on a lower fuel charge. All of these factors made to the — 
same end. When carrying a high fuel charge in a blast furnace smelting — 
high-zine ores, the tendency is to reduce the zinc to metal in the lower | 
part of the furnace and give it a chance to combine with whatever sulfur 
there may be present to form regenerated zinc blende, which will make 
trouble. But by having an open charge, driving fast, and carrying a 
lower fuel percentage excessive reduction is avoided and yet the necessary 
heat for smelting is obtained. Thus by keeping the zinc in the form of 
oxide it is possible to carry off a maximum amount of that zine in the 
slags without the formation of products which are detrimental to the 
successful running of a lead furnace. The chemical condition of that 
slag is likewise extremely important. There are very narrow limits in 
the range of analysis that will successfully carry a high percentage 
of zinc. 

My own experience has been based on empirical considerations but — 
I think that there is a scientific solution, upon which, no doubt, the 
results of the investigation that has been made at the Massachusetts 
Institute of Technology will throw a great deal of light. We will 
welcome the publication of these results. 

I will mention a personal experience of this problem. About the time 
of the Spanish War, the company by which I was then employed had a 
lead mine in Northern Mexico, just south of the big bend of the Rio 
Grande River, and was shipping the ore to a smelter in this country. It 
carried about 35 per cent. lead, a small amount of silica, a small amount 
of zinc, and a little iron. The company decided that the ore could be 
smelted more advantageously on the spot, so I was instructed to build 
a smelting plant and turn the ore into bullion on the spot. We were 
about 100 miles from the nearest railroad—the Southern Pacific in Texas. 
It was, therefore, necessary to build a wagon road from the railroad to 
the plant and a wire-rope tramway across the Rio Grande, which was 
very wide at that point, and then build a smelter on the Mexican side in 
as simple and expeditious a way as possible. 

When we came to consider the smelting of that ore alone, because 
there were no other ores available, we found that taking out the lead left 
a residue in which the amount of zinc more than equalled the amount of 
silica, and there was no other silica handy. It was in the midst of a 
limestone desert. 

We solved the problem after a good deal of experimentation. We 
found, in the first place, that the furnace charge must be kept very open 
and the fuel at an absolute minimum. To do that we used the best 
coke we could get that would stand the long haul by teams from the 
railroad with its least breakage and supplemented the coke on the charge 
with big pieces of cord wood, which we put down in the center of the 
furnace vertically, so as to keep a very open charge. I decided that 
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everything possible should be done to avoid reducing the zinc. We had 
_a little sulfur in the ore so it was necessary to reduce iron to take care of 
that and clean the slag. So, figuring out, in a general way, that it took 
about a ton of coke to make a ton of iron, I decided to bring in scrap 
iron instead of part of the required coke. Scrap ron was just about the 
same price as coke and, assuming that it was equivalent ton for ton, we 
could bring in the iron already reduced rather than reduce it ourselves 
in the blast furnace. So by means of this “predigested iron,” to use the 
author’s expression, and using local cord wood to replace part of the coke 
and also to help keep the furnace charge open, we were able to smelt 
slags running up to 25 per cent. zinc oxide, which is about the highest 
I had ever been able to handle. 

That slag ran about 25 per cent. silica and 25 per cent. zinc oxide, 
and enough iron to make up the proper composition. That experience 
taught me a lesson in the matter of handling high-zinc oxide in the lead 
furnace slags and, I believe that if this principle is kept in mind, it may 
prove a guide to the solution of some of the tough problems that occa- 
sionally confront us in smelting ores high in zine. 

As to the chemical composition and the types of slags that will best 
carry oxide of zinc, I believe that the zinc is present in slag in the form 
of a dissolved zinc spinel; I have several times worked out interesting 
conclusions from high-zine slags that were given me and which I knew 
to be well running slags. In such reasoning, we must start with a slag 
that we know is good, and work back. Figure first the sulfur with the 
necessary iron to cover it as matte; then figure the alumina to zinc oxide 
to form alumina spinel, ZnOA1.O3, then figure the balance of the zinc, 
to ZnOFe203, then figure the balance of the iron as FeO to combine 
with SiO. and CaO in the usual slag formula. You will have SiOz, 
FeO, and CaO. In most of the cases where I have applied this test, I 
have found a resultant slag formula which corresponded very closely 
to the slags that the lead smelters generally recognize as good types with 
a dissolved zinc spinel. In other words, they have almost invariably come 
right down to first principles and well accepted formulas. Whether 
this principle will prove to be a step in the establishment of proper work- 
ing theory of slags for handling zine I cannot say, but it has helped me 
very much. 

C. 8S. WirHERELL, New York.—What do you consider fast running of 
the furnace? 


R. L. Luoyp.—Anything under 7 tons to the square foot I would not 
call fast. I was speaking of copper, particularly, for I am handling 
such slags. 

E. P. Marnewson, New York, N. Y.—With the sintered material 
that the author mentions, about 275 onts to the ordinary furnace or 
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say 7 tons per square foot of hearth area. When the charge smelts — 
rapidly, there is little trouble due to high zinc. 


Frep E. Beastey.—The Burma Mines Co., Namtu, Burma, smelts — 
3 to 4 tons. The Consolidated Mining & Smelting Co. of Canada, 
Trail, B. C., smelts 5.5to 6 tons. The Bunker Hill smelter at Kellogg, 
Ida., when producing a slag containing 10 per cent. zinc oxide, smelts 4.5 
to 6 tons, but when producing a lower grade zinc-oxide slag smelts as high 
as 10 tons. 


Artuur L. Wautxer, New York, N. Y.—The analysis of Burma 
slag shown on page 920 indicatesa lead content of 4.2 per cent. We would 
hardly consider that a satisfactory slag from a metallurgical standpoint 
though undoubtedly it is from a commercial standpoint. It is probably 
more economical to produce a slag high in zine even if the lead is 
also high. 

It is recognized that the form in which the zinc is present in the slag 
has a distinct bearing on its character. If a high percentage of zinc is 
present as a sulfide, there is apt to be trouble; if present as oxide, a much 
more fluid slag will result. That can be illustrated by the results 
obtained at a copper smeltery, located near Newark, N. J. At that 
plant, they are treating a material that contains almost all the common 
metals and some of the rare ones, but it does not contain an appreciable 
amount of sulfur. It is an oxide-smelting operation pure and simple. 
Now, we all know that in smelting oxidized copper ores it is impossible 
to make a slag that is low in copper. Doctor Douglas, in the good old 
days down in Arizona, used to say, ‘‘ We never made a slag that contained 
less than 2 per cent. of copper, but when we quarried that slag dump for 
resmelting years afterwards, we always obtained 3 per cent. from it.” 
When smelting an oxide copper ore or material, we necessarily make a 
slag high in copper. 

At this plant to which I referred, the slag will contain from 13 to 
over 20 per cent. zinc oxide. But the zinc content of that slag does not 
seem to have any bearing on its copper content. When the zinc is high 
the copper may be lower. For example, the average composition for 
the slag for one month was 16.5 per cent. zine oxide and 1.3 per cent. 
copper—a very favorable result for an oxide-smelting proposition. 
The next month the zine oxide content was 13.7 per cent. and copper 
content 1.5 per cent. In the next two months, it increased to 18.5 
per cent. and the copper content went down, which clearly indicates 
that the effect of zinc as an oxide in slag, within certain limits, is not 
detrimental. When the zinc content of the same slag is much above 20 
per cent., however, the copper will go up. The average composition of 
the slag in question varies from 27 to 30 per cent. SiOo, from 30 to 27 
per cent. FeO, and from 18 to 16 per cent. CaO. 


nants 


F DISCUSSION 927 


Frep E. Beastuy.—The extra high lead content was due to special 
Tun of barrings; the normal slag contained 1.5 to 3 per cent. lead. 
_ Native labor in making sinter and feeding and topping furnaces accounts 
for higher lead loss in slag than in a white man’s country. 


B. M. O’Harra, Rolla, Mo.—I believe it hastbeen found, in roasting 
zinc ores, that a Dwight & Lloyd roaster is especially efficient in breaking 
up zine sulfate; at least it gives a product that is very low in zinc sulfate. 
Would that have any bearing on the formation of zine sulfide in the 
blast furnace? 


R. L. Luorp.—It undoubtedly has, because zine sulfate would reduce 

to the sulfide readily. Large quantities of sulfate result in large quanti- 
ties of sulfide being reduced. In the practice of a smelter with which 

I am connected, where sulfates are present sulfides invariably result. 


C. P. Linvittz, Elizabeth, N. J—It might be well to bring out a 
little more clearly just what this predigestion does. Zine oxide in the 
presence of carbon monoxide at furnace temperatures is easily reduced to 
zinc that combines with any sulfur present to give zinc sulfide. This 
zinc sulfide goes into the well-known mushy material that gives trouble. 
If, by predigestion, we convert the zinc into zinc silicate or zinc ferrate, 
we obtain a combination not easily reduced by carbon monoxide, and 
consequently the formation of zinc sulfide is prevented. When such 
material containing lead, also as silicate, is melted to a slag in the presence 
of solid carbon, the lead is so much more easily reduced than the zine 
that it is possible to get complete lead reduction without any zinc being 
reduced. On account, however, of the preformed silicates making a 
more rapidly fusing slag, there may be greater danger that, with rapid 
driving, the lead reduction will not be completed, and high-lead slags 
will be obtained. Perhaps this may account for the high leads reported 
in the zinky slags mentioned. 

The point I wish to make is that predigestion has done a considerable 
part of the work that otherwise would have to be done in the furnace 
itself, by combining the zinc with silica, iron, and other things into 
compounds not easily reduced by carbon monoxide or solid carbon. As 
zinc sulfide can only be produced by the action of sulfur or sulfur com- 
pounds on metallic zinc, such predigestion will, therefore, effectually 
prevent most of the troubles caused by zinc. 


Arruur §. Dwicut.—In most of the large lead-smelting plants in 
this country, the entire charge for the lead blast furnaces, including 
fluxes and everything that goes into the charge, is automatically pro- 
portioned, thoroughly mixed, and heated on the sintering machines; 
consequently there is likely to be a considerable formation of silicate of 
lead. However, on account of the very open cellular structure of the 
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D. and L. sinter the reduction of lead is very complete, because we know 
that the average run of lead slags in this country are very low in lead; — 
they have to be so or the company would soon go out of business. Thatis — 
sufficient answer to the question as to behavior of the lead in the presence — 
of silica. 

In connection with this question of sintered lead ore, I might add 
that in almost all cases less coke is carried on the furnaces than was 
~ required when the ore was in the earthy condition and unsintered. So 
in spite of the fact that the lead may be very largely in the form of silicate 
of lead, if sufficient silica is present to do that, the lead will be thoroughly 
reduced even with less fuel than before. 


R. C. Cansy.—When I first knew Colonel Dwight, one of the things 
that he particularly dwelt on was the influence of the gases in lead 
smelting. From the literature that we have in America on lead smelting, 
we often are too apt to form an idea simply of the carbon. I have a | 
little Spanish book on metallurgy; the practice it describes is very crude, 
but its appreciation of the descending charge and the ascending gases 
is more complete and more illuminating than anything in American 
literature and that is very important when you consider what has been 
called the proper porosity of the predigested charge. 
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A New Roasting Furnace for Zinc Flotation Concentrate 


By Cuartes H. Furton,* Roxtzta, Mo. anv J. Burns Reap,t Denver, Coto. 
(New York Meeting, February, 1925) 


A pREvious article! by the authors contained a general description 
of the new roasting furnace herein described but it did not go into detail 
as to the metallurgical behavior or the results obtained. Believing that 
such information would be of great value, they have elaborated on the 
subject and have given many unpublished details. 

The furnace described applies the principle of roasting finely divided 
zinc-sulfide ores, now produced in large quantity by the flotation process, 
in gaseous suspension; that is, the ore particles are carried, in suspension, 
in a current of air and gaseous products of the roast. The relatively 
great fineness of flotation concentrate presents difficulties and problems 
of roasting in furnaces of the ordinary type; the fine ore is forwarded 
through the furnace in the form of a shallow bed and its very fineness 
leads to dense impervious bedding which prevents oxygen from reaching 
the interior of the bed, thus unduly lengthening the time of roasting and 
preventing the elimination of the last of the sulfur. The fineness of the 
concentrate, normally, should lead to a rapid and complete roast, for the 
speed of roasting is a function of the surface exposed to oxygen, which 
surface is greatest, per unit of weight, in very fine material. The diffi- 
culty in bed roasting is to get the oxygen to the particle. If the fine ore, 
during the roasting, could be freely suspended in oxidizing gases, full 
advantage could be taken of the great surface conferred by its fineness. 
This fundamental idea, of course, is not new, for the Stedtefelt furnace, 
familiar to the older metallurgists, is an example of it; but the manner in 
which this is accomplished may be new. 

The numerous efforts to roast in gaseous suspension show that the idea 
is attractive; in fact, an analysis would indicate that it is the most reason- 


* Director, Missouri School of Mines and Metallurgy. 
+ Metals Exploration Co. 
1 Roasting Zinc Concentrates in Suspension. Eng. & Min. Jnl. (1920) 110. 
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able way to effect the oxidation of ore, provided certain difficulties can — 
be overcome. Two objections against such a method that formerly 
had much weight were the cost of fine grinding the ore, also the fact that 
the finely ground product, even after roasting, was not the best condition 
of material for further metallurgical operations. The objection of costly 
grinding, however, has been removed by the production of great quanti- 
ties of flotation concentrate, which in point of fineness present a material 
that is ideal for roasting in gaseous suspension. 

The inception of the experiments described here is due to David B. 
Jones and March F. Chase.2. The idea of the general type of furnace and 
process was suggested to the authors and the experimental work was 
carried out in the metallurgical laboratories of the Case School of Applied 
Science at Cleveland in 1915-6. The original plan was to make a 
furnace for roasting zinc-blende flotation concentrate that would use the 
heat value of the sulfide to accomplish the roasting and to produce a gas 
suitable for making sulfuric acid; 7. e., of sufficient concentration in SO2 
and practically free from the products of carbonaceous combustion. 
Autoroasting of sphalerite is theoretically possible,* and also practically, 
as was demonstrated in the experiments set forth. 

A diagrammatic drawing of the roasting furnace and accessory appa- 
ratus as erected is shown in Fig. 1. Here A is the furnace proper; B the 
two stoves, heated by natural gas, that preheat the air; and C, the Cottrell 
electric precipitator for the precipitation of flue dust and fumes carried from 
the furnace by the gases, which in a commercial plant would pass to a 
sulfuric-acid plant. At H is the gas supply for the stoves; X is the dust 
chamber, and G is the cycloidal blower that furnishes air to carry the ore 
in suspension in the furnace. The dried, preheated ore (60° to 100° C.) 
is charged into the hopper 1 whence the endless screw 2, operated by a 
variable-speed electric motor 3, discharges it into a pipe 4, directly above 
the nozzle 5. A stream of high-pressure (20 to 60 lb.) moderately pre- 
heated air is discharged through this nozzle in such quantity as to carry 
readily the fine ore in suspension into pipe 7, on the injector principle. 
Pipe 7 is of larger diameter than pipe 4 and is lined with refractory material; 
it serves as the main injector pipe into the furnace. Air, heated to 
approximately 800° C., passes from one of the stoves B to the injector 
pipe 7, through the supply pipe 9; this is the main air supply for 
roasting the ore. 


* The work was carried out for Mr. Jones and the authors wish to make grateful 
acknowledgment to Mr. Jones and Mr. Chase for much aid and many valuable 
suggestions. 

3J. W. Richards: “Metallurgical Calculations,” 1 vol. ed., 620. McGraw-Hill 
Book Co., New York. 


W. BR. Ingalls: Autogenous Blende Roasting. Min. & Met. (1922)5 3,01. 
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Fic. 1.—DIAGRAMMATIC VIEW OF ROASTING FURNACE AND ACCE 


ft. of air (standard conditions) to convert 


the sulfur to dioxide, with enough more oxygen to con- 
Some excess must be carried; in the expert 
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ments from 41 to 55 cu. ft. and sometimes 75 to 100 cu. ft. was used, as — 
measured by a meter. (2) There must be such a relation between the 
quantity of air per minute and the area of the riser tube 10, that the velo- 
city of the ascending air current will be enough to carry the largest ore 
particle to the top of this tube and over the edge. Fig. 2 gives definite 
data on this point for sphalerite. Fortunately the requirements for 
both conditions can readily be fulfilled. . 
The mixture of ore and high-pressure air from pipe 4 enters the main 
injector pipe 7 with a rotary motion and is caught by the ascending hot 
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Fig. 2.—SPHALERITE SUSPENSION CURVES FOR SPHERICAL SHAPES; SPECIFIC GRAVITY 
4.1. Piorrep From RITTINGER’S FORMULA. 


air from the pipe 9 and injected into the riser tube 10. The fundamental 
idea is to have the temperature of the ore-air mixture at the ignition point 
of zine sulfide, which varies between 650° and 810° C., depending on the 
size of the particle‘ as it leaves the injector tube to enter the riser tube, so 
that the full time of the ore particle in the furnace will be available for 
oxidation. After leaving the riser tube 10, the ore particle falls into the 
annular space 11, the area of which is large so that the natural velocity 


‘B. M. O’Harra, William Kahlbaum, E. 8. Wheeler, and W. J. Darby: Effect of 
Oxygen-enriched Air in Roasting Zinc Ores. Issued as Paper No. 1302-M, with 
MINING AND Meratuurey (March, 1924). 
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_ of fall shall not be augmented by the velocity of the descending gases. 
_ It is the belief of the authors that the gas envelope surrounding the ore 
_ particle is constantly changing; thereby causing fresh oxygen to be sup- 
_ plied to the particle. 
The time necessary for the roasting is furnished by the passage of the 
ore up the combustion tube 10 and its fall into the annular space 11. 
This time depends on the height of the furnace, the length of the path of 
travel being practically twice the height -of the furnace, also on the 
velocity of the ascending air current in the combustion tube. Assuming 
a definite ratio of cubic feet of air per pound of ore, the velocity will be 
determined by the area of the combustion tube. Definite figures on 
this point are given later. In any given furnace, 7. e. a fixed area of com- 
bustion tube, there is a certain variation allowable in the velocity of the 
ascending gas current, obtained by varying the amount of air, which will 
then vary the time of the ore in the combustion tube. Too high a 
velocity, obtained either by too much air only or too great an ore feed 
with its corresponding increased amount of air, will shorten the time ele- 
ment so much that the sulfur is not sufficiently eliminated. The greater 
part of the ore collects in the hopper 14; the gases and fine dust pass, 
through openings 12, into the flue 13, thence to the settling chamber X, 
where the coarser dust is settled out, thence to the Cottrell precipitator 
C for the precipitation of the finest dust and fume. 


THIRTY-FOOT EXPERIMENTAL FuRNACE® 


The design of the 30-ft. experimental furnace was, as far as possible, 
based on the results obtained in the previous work but was limited by 
lack of space and the capacity of the stoves, blowers, gas supply, etc. 
The stoves had been erected for the small furnace already described and 
were known to be inadequate for the larger furnace, but no space was 
available for enlarging them. It was also desirable to keep the expense 
as low as possible, so that some things that would have aided in the work 
were omitted. 

The furnace consisted essentially of a brick stack (Fig. 3) approxi- 
mately 30 ft. in height from the base plate to the top of the cover arch. 
The base plate and support rested on 4-ft. reinforced concrete posts, 
thus making the total height about 35 ft. The space between the posts 
provided room for the calcine hoppers and air and feed inlets and a pit 
provided the additional space necessary for the cleaning of tools and for 
making repairs. 

The stack was built of two concentric firebrick circles 24 and 36 in. 
internal diameter; the space between these circles was filled with mineral 
wool. Somewhat larger circle brick were used near the bottom of the 


‘U.S. Pat. 1273844. 
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stack to increase the stability. No steel shell was placed outside of the 
brick, though such a shell would have aided greatly in the construction 
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Fic. 3.—ExPERIMENTAL 


} 
of the furnace and in carrying on the 


ROASTING FURNACE, 


tests. The top of the stack was 


closed by fireclay slabs, a small circular hollow tile being set at the center; 
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- a gate at its top permitted the interior of the furnace to be watched 
_ while operating. Two hoppers at the bottom of the stack collected the 
_ greater part of the roasted ore. Above these hoppers, and spaced at 
_ equal intervals around the stack, were four openings to the flue that led 
to the settler and to a small Cottrell precipitator. 
Concentrically with the walls of the stack was placed the riser, or 
combustion tube, which extended from below the hoppers to within 
about 5 ft. of the furnace top. This tube, in the earlier trials, was made of 
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Fig. 4.—SEcTION THROUGH MIXER OF EXPERIMENTAL FURNACE. 


9-in. hexagon stove tile but later 12-in. cylindrical tile was used. The 
annular space between the combustion tube and the stack walls served as 
a downtake for the products of the roast. 

The injector nozzle entered the bottom of the combustion tube for 
about 5 ft., thus placing its delivery point about 21¢ ft. above the base 
plate of the furnace. The nozzle was a 2-in. fireclay tube and connected 
at its lower end with a pipe or mixer, into which the air and ore were 
injected from the stoves and feeder respectively. 
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STOVES 


The two stoves were of the central combustion type, the combustion 
tube being made of 9-in. hexagonal stove tile. The checkers were made 
of 2 by 2 by 9-in. brick laid to provide the maximum heating surface. 
A l-in. steel shell with top and base plates insured airtight conditions. 
The stoves were 4 ft. in diameter, and 10 ft. in height. The usual burner, 
cold-blast, hot-blast, and flue openings were provided; the stoves were 
heated with natural gas. 

Hot-blast mains connecting the stoves to the mixer of the furnace 
were 6-in. iron pipe lined with 4-in. fireclay flue liners, and covered with 
heavy asbestos insulation. Connections were provided between this 
pipe and the cold-air supply so that the temperature of the air entering 
the furnace was always under control. A bypass was provided at one 
point so that the air could be sent through a rotary gas meter at intervals; 
the metering was done cold and corrections made to temperature 
and pressure. 


FEEDER 


The feeder used was a modified Dunn pulverized coal feeder. Certain 
parts, originally made of brass, were later replaced by high-speed, hard- 
ened, tool-steel parts to avoid excessive wear from abrasion by the ore. 
A screw conveyor carried the pulverized ore from the bottom of a hopper 
to a pipe in which a suction was produced by a compressed-air jet issuing 
from a \¥-in. or 34¢-in. nozzle past its lower end. The ore was carried, 
by an expanding compressed-air current, toward the mixer and injector 
pipe. The connection into the mixer pipe was made tangentially and also 
inclined upwards so that the ore and air mixture met the hot air from the 
stoves in a rising spiral and thus thoroughly mixed the hot air and ore 
before they entered the combustion tube. 

Approximately 10 cu. ft. of free air compressed to 60 lb. per sq. in. 
was necessary per pound of ore to carry the ore from in front of the 
1g-in. or 34,-in. nozzle into the mixer. At times, even this amount was 
insufficient to prevent stoppage of the pipe, so the amount of air was 


increased at intervals to remove any accumulations by the arrangement 


shown in Fig. 5. 

Seven thermocouples were placed in the furnace: four being placed 
in the combustion tube as shown, one in the mixer just below the base of 
the injecting nozzle, one in the downtake at the exit to the flue, and one 
in the downtake 20 ft. from the base plate. Lead wires were run to a 
central galvanometer station where readings were taken throughout 
each test. 
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Tasue 1.—Furnace Record 
(12-in. Combustion Tube) 


Temperature. Degrees C. | 
—|Per Cent. Sulfur 
j in Roasted Ore Cu. Ft. 
Time Dieters past Base a6, Cae pgs ba Ped 
| Mixer 2 - pes 
4 Ft. |12 Ft. | 22 Ft. | 28 Ft.) Hopper | Flue | | 
1 ue 
| | 
A.M. | | / 
9.55 | 275 | 850 | 940) 890 | 965; 7.0 | 5.4| 5.2 57.3.1 e160 
10.10 | 295 | 840 | 930] 890 | 975. / err 
10:25 | 375) 830 ) 930 }°8904 975) 721 | °3l5 | 15.3 
10.40 | 350 | 830 | 930] 880 | 975| | L538 160 
10.55 | 365 | 825 | 940) 890 |} 985) 7.4 | 4:9 | 5.4 
11.10 | 365 | 825 | 940] 890 | 995} | | 6.9 51.2 
11.25 | 350 | 805 | 940) 890 | 975) 7.8 | 5.5 | 5.3 160 
11.40 | 405 | 815 | 930] 890 | 985 | 3.03 | 55:4 
11.55 | 395 | 825 | 940] 900 | 1005] 8.0 | 5.4] 5.3 
P.M. | | 
12.10 | 315 | 830 | 940] 900 | 1030 160 
12.25 | 340 | 830 | 950| 915 | 1030) 55.4 | 
12.40 | 315 | 840 | 950| 915 | 1040! 5.1 | 5.0 | 160 
12.55 | 350 | 830 | 950] 925 | 1040 7.5 | 
1.10 | 350 | 830 | 955! 930 | 1055; 7.0 | 5.0 6.8 40.7 | 160 
1.25 | 375 | 830 | 965} 950 | 1085 | / > 6.8 
1.40 | 365 | 840 | 965] 950 | 1110| 6.6 | 4.8| 5.6 160 
1.55 | 375 | 850 | 975| 950 | 1110) 5.9 | 4.4! 5.5 
2.10 | 375 | 850 | 985) 955 |1100| 5.4 | 3.8 5.2 44.7 | 160 
2.25 | 375 | 840 | 975| 950 | 1100) 2.5 | 2.2 3.8 
2.40 | 375 | 850 | 985) 955 | 1125; 2.5 | 2.3 | 3.9 160 
2.55 | 365 | 850 | 985 1i55 2 sro Aa, 44.7 
3.10 | 375 | 850 | 995 1. 1190)573°3- 3.50) | 160 
3.25 | 385 | 850 | 995 |1195| 4.38 | 3.8 eee aS 
3.40 | 425 | 855 | 1010 | | | | 160 
4.10 | 250 | 855 | 1020 | 1125 | | et | 160 
4.15 | 215 | 855 | 1020 | 1135 | | | 
4.25 | 165*| 865 | 1030 H2046-4.3 | Bur 4.5 
4.30 | 150 | 865 | 1030) | 1170 | | 
| | | | 


* Lowering of mixture temperature due to shutting off the stoves. Cottrell 
apparatus in service during the run, results good. 


General samples from the products accumulated during the run showed these 
sulfur contents: 


Entire Run Mornine Run ArrerNoon Run 
Hopper: is..%. oe Aaa ae ee 5.8 8.2 onl 
Ly Leen eo Shoe omic do 5.9 3.5 
Settlerscs iu. ¢s seu ee eR ee 5.5 
Cottrell. G72 Sek ee eee 6.0 


This run began 1 hr. before the time indicated (9 :55) but conditions did not permit 
sampling, and adjustments caused unreliable results previous to those shown. 


Total ore fed during the entire run, 2080 Ib.; of this 160 lb. were fed before begin- 
ning the record. 
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BuRNERS 


Openings for oil burners were provided at intervals of 8 ft. throughout 
the height of the furnace. These openings were placed tangent to the 
inside circumference of the downtake. The burners were for the purpose 
of bringing the furnace to the operating temperature and were not used 
after such a temperature was reached and feeding of ore had begun. 

The products of combustion of the oil heating were taken off at the 
top until the burners were going well, when the top was closed and the 
draft directed through the flues near the bottom of the stack. After a 
temperature of 800° to 1000° C. in the furnace had been reached, the 
burners were shut off, the burner openings closed, and the ore and air 
feed started. Adjustménts of ore and air feed were then made as indi- 
cated necessary by the SO:2 content of the gas, temperature conditions, 
and quality of roasted product. The furnace responded readily to such 
adjustments, but the time permitted for the test was not sufficient to 
permit adjustments to the best results possible.® 


RESULTS 


In order to increase the capacity, the 9-in. tube was replaced by a 
12-in. This tube was of specially made tile with 114-in. walls, which 
restricted the area of the downtake more than was desirable and probably 
resulted in slightly poorer results than could have been obtained if the 
diameter of the furnace had been increased in proportion to the increase 
in the diameter of the combustion tube. Such a change, of course, was 
impossible without completely rebuilding the furnace. 

Table 1 gives the results of a test made with the 12-in. tube. The 
temperature at the top of the furnace increased beyond that which was 
desirable, so in the last run cold air was admitted at 20 ft. from the base 
plate, thus providing for a complete control of the temperature and 
preventing the hot top. When cold air was thus admitted, it was neces- 
sary to reduce the amount of air fed with the ore, which meant a lowering 
of the velocity in the combustion tube and resulted in an increase in the 
bottom temperature. This increased bottom temperature, in turn, 
permitted the reduction in the temperature of the air coming from 
the stoves. 

It was thought that accretions would form in the combustion tube 
during the roasting but, with one exception, no trouble was encountered 
from this source, even though the temperatures at times were allowed to 
go beyond those that would be permitted in practice. Some little diffi- 


6 The furnace could not be operated for more than 12 hr. as power was available 
only during the day. The capacity of the furnace was from 200 to 270 lb. per hr. 
Usually the furnace was in the best operating condition at the time it had to be shut 


down. 
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culty developed at points near the oil burners, as in preheating the 4 
temperature in these regions was necessarily higher than the intermedi- 
ate zones. The temperature of the various zones, however, were quickly 
equalized and no trouble was encountered during the first few tests in 
the furnace, the combustion tube being clean at the end of the test; in 
later tests, however, after some dust had collected in crevices of the tube, 
the overheating at the burners caused some slagging between the dust and 
fireclay, thus developing starting points for accretions.’ It is not thought 
that this would cause any trouble in practice for, after the furnace is in 
operation, it will continue so for a considerable time. In this experi- 
mental work, the operations were necessarily short and at infrequent 
intervals, which meant repeated heating of the furnace with consequent 
trouble from slagging. 

The gases and fine dust were taken from the furnace into the flues 
through four openings equally spaced around the base of the stack. The 
flue led first into a settling box, in which the rate of flow of the gases was 
reduced and screens prevented the channeling of the currents. From 
this settler, the gases passed through a small Cottrell precipitator for 
final cleaning. The cleaning was very effective, though this end of the 
operation was given but little attention. The Cottrell equipment con- 
tained four 10-in. tubes 16 ft. long which were thoroughly grounded. 
In the center of these 10-in. pipes, and connected with the 50,000-volt 
line, were suspended, on insulators, 14-in. pipes fitted with four kifen 
edges at right angles to one another. The 400-volt alternating current 
was stepped up to 50,000 volts and rectified by a Kenetron. 

The flotation concentrate used in the furnace was a complex sulfide 
containing 31.4 per cent. sulfur, 44.3 per cent. zinc, 11.6 per cent. iron. 
The results of the roasting of this material and conditions existing during 
the roast are given in Table 1. These show a minimum sulfur content in 
~ the roasted product of 2.2 per cent. and 3.5 per cent. for an afternoon 
period after the furnace had been adjusted to best running conditions. 
Other tests gave continuous results of slightly over 2 per cent. sulfur. 

Tables 2, 3, and 4 show the forms in which the sulfur existed in the 
roasted product. The particular point of interest in these results is that 
the sulfur existed largely as sulfate and the quantity as sulfide was small. 
Table 2 shows the per cent. of SO2 in the gas corresponding to the roasted 
ore samples. It is evident that the concentration of gas had no effect 
in preventing the completeness of the roast; 7. e., the sulfur is not higher in 
roasted. products produced in higher SO: concentration. 


‘In a large furnace, described later, provision was made for cleaning the furnace, 
should that be required. It is not probable that in roasting zine concentrate accre- 
tions will be a serious matter, but in roasting copper concentrate high in iron, trouble 
would develop with ordinary fireclay refractory parts. These would be avoided in 
large part by the use of a chromite or carborundum interior lining and combustion tube. 


TABLE 2.——Log of SC 


oy ¥ 
n Gases and Corresponding 


 Calcines 


5 | (These results are from the run covered by Table 1, Aug. 23, 1916) 


Q Hopper Sample © Flue Sample . 

’ Time "ia : 

| on ee ee 
A.M. . ‘ 
9.25 3.0 
9.40 3.4 
9.50 4.8 
9.55 5.2 tO PRE 5.4 2.22 
10.10 5.2 
10.25 5.3 fen 3.5 
10.55 Neil 7.4 2.06 4.9 2.38 
Halal 6.9 
11530 5.3 7.8 505) 
11.45 3.0 
12.0 5.3 8.0 5.4 
P.M. 
12.12 
12.30 
12.45 oil 5.0 
1.05 7.5 
1.15 6.8 7.0 5.0 
1.30 6.8 
1.45 5.6 6.6 4.8 
2.00 5.5 5.9 1.66 4.4 4.07 
2.15 5.2 5.4 3.8 

| 2.30 3.8 1.8 
2.45 3.9 225 D2 

3.00 4.1 2.3 1.45 aya 2.96 
3.15 3.3 3.5 
3.30 3.2 4.3 2023 3.93 3.8 
3.45 5.9 4.1 3.4 
4.15 4.5 
4.20 4.5 
4.30 4.3 1.95 3.78 Bath 


Nors.—Decreased sulfur content of calcines in the afternoon results from the 
higher furnace temperatures, as shown by Table 1. 
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TaBLE 3.—Screen Analyses and Sulfur Content of Roasted Product 


~. 


(Run of May 22, 1916) 


Screen Test Analysis 
Meats Sulfate S 
es Total S- 
aay a Total S, | Sulfate 8, | Sulfide S, Total 8 
Through On Per Cent. Per Cent. er Cent. 
General hopper sample, 287 Ib., or 44.1 per cent. of total calcines 
40 0.3 
40 60 0.6 
60 80 6.3 
80 100 6.2 
100 120 11.4 7.76 1.89 5.87 24.3 
120 150 8.0 
150 200 Tay 5.02 2.84 2.18 56.5 
200 55.0 2.63 1.87 0.76 rast 
Original sample 4.53 1.83 2.70 24.8 
General flue sample, 113 lb., or 17.4 per cent. of total calcines 
40 Es | 
40 60 0.5 
60 80 0 
80 100 1.8 
100 120 4.1 8.08 4.32 3.76 53.4 
120 150 4.2 
150 200 6.7 1 D4: 4.57 2.97 60.6 
200 81.7 6.03 4.92 1.11 81.6 
Original sample 6.11 4.90 1.21 80.2 
General settler sample, 185 lb. or 28 per cent. of total calcines 
40 0.1 
40 60 0.1 
60 80 0.6 | 
80 100 1.0 
100 120 4.4 | 9.71 3.74 5.97 38.5 
120 150 1.4 : 
150 200 5.6 8.63 4.00 4.63 46.3 
200 86.8 6.05 5.30 0.75 87.7 
Original sample 6.46 5.06 1.40 78.2 
General precipitator sample, 64 lb. or 9.8 per cent. of total calcines 
40 0.6 | 
40 60 0.2 | 
60 80 0.2 | 
80 200 0.2 
200 | 98.8 6.99 6.65 0.34 95.1 
Original sample | 7.18 6.85 0.33 95.4 
Ce Le 


Norr.—During this run the SOz content of the gas in the furnace was fairly constant at 9 to 9.5 
per cent. during the greater part of the run. : 
Hopper sample is calcine collected from the hoppers of the furnace; flue sample is calcine cleaned 
from the horizontal flue leading to the settler; settler sample is calcine taken from the settler; precipit- 


ate or sample is calcine taken from the Cottrell precipitator. The coarsest material was from the hopper 
and the finest from the precipitator. 
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_ TaBLe 4.—Screen Analyses and Sulfur Content of Roasted Product 
(Run of Aug. 23, 1916; these results are those covered by Table 1) 


Screen Test Analysis 
Mesh Sulfate S 
P ; Total S, Sulfate S, | Sulfide S Total S 
Through | On ou Cent Per Cent. Per Cent. Per Cent. 
we a a ee eS ee ee ee 
General hopper sample 
| | traf af 
40 | 0.9 
40 60 | 1.6 
60 80 } 8.9 
80 100 8.1 
100 120 9.3 8.7 1.74 7.0 20.0 
120 150 11.5 
150 200 10.6 6.2 2aol 3.9 37.3 
200 49.1 3.9 2.88 1.0 73.8 
Original sample 5.8 2.35 | 3.4 40.5 
General flue sample 
40 0.4 
40 60 0.2 
60 80 0.8 
80 100 teary 
100 120 23 9.6 3.17 6.4 33.0 
120 150 4.0 
150 200 4.4 8.3 3.41 4.9 41.1 
200 86.2 5.6 4.8 0.8 85.7 
Original sample } 5.9 4.58 | 1.3 77.6 
General settler sample 
=2. 95s J = 5 tats. 
40 0.8 | 
40 60 0.2 | 
60 80 0.6 | | 
80 100 1.2 } 
100 120 1.2 9.0 2.0 7.0 22.2 
120 150 2.8 | 
150 200 10.2 Did 2.99 | 227 52.6 
200 83.0 5.1 4.29 0.8 84.2 
Original sample yas) 4.08 1.4 | 74.2 
General precipitator sample 
40 | 200 | 0.6 | 
200 | | 99.4 6.0 H 5.84 0.2 97.3 
Original sample 6.0 i 5.89 0.1 98.2 
ee EEE EEE Ee 


Tables 3 and 4 show that the sulfur exists in the roasted product as 
sulfide and sulfate, and that the sulfate sulfur is predominant in the fine 
ore. This is shown not only by the general samples, of which the hopper 
samples are the coarsest and the precipitator the finest, but also by the 
screen analysis of the roasted products. High sulfide sulfur is present 


mets 
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only in coarse material, which in total amount is insignificant in flotation 
concentrate. The total sulfur is highest, in general, in the finest product, 
but consists largely of sulfate sulfur. Work that cannot be detailed 
here reveals that this sulfate sulfur is not the result of an incomplete roast 
in the furnace, but results from a resulfatization of the roasted ore. This 
resulfatization is due to the relation between partial pressures of SO2 and 
SO; and the temperature existing in the lower part of the furnace, in the 
settler, and in the precipitator. Generally, the partial pressure of the 
sulfur gases is such that no resulfatization of the calcine can take place if 
the furnace temperature is between 900° and 1000°C. But when this 
temperature falls to about 800° and below at the flues, the rapid resulfa- 
tization of the ore commences. For example, it will be noted that in 
Tables 3 and 4, the minus 200-mesh material of the hopper samples, 7. e., 
material separated from the furnace at high temperature and immediately 
cooled, is much lower in total sulfur, as well as sulfate sulfur, than material 
of the same size from the flue, settler, or precipitator samples, which were 
subject to the lowering critical temperatures in the presence of sulfating 
gas. When the aim of the roasting is a practically complete desulfuriza- 
tion, the furnace must be run hot and the calcines and gas rapidly cooled, 
or separated from each other as soon as they leave the furnace. If the 
roasting is carried out as a preliminary for sulfuric-acid leaching, as in 
the electrolytic-zine process, the sulfating action of the furnace may be 
used to any desirable degree up to its maximum. 


Tue Proposep East St. Louis FuRNACE 


An increase in height was provided for in the design of the 12-ton 
furnace it was planned to build at East St. Louis, but which was not 
completed because of the conditions brought about by the war. Fig. 
6 shows that the combustion tube is set to one side instead of concentric- 
ally with the downtake. With the concentric combustion tube, it was 
necessary to place the furnace on posts to provide space for feed and air 
connections and for repairs. It was also difficult to make pyrometer and 
air connections from the outside to the combustion tube, at intervals 
throughout the height, and to provide support for the combustion tube. 
To overcome these objections, the side combustion tube was designed. 


Air and Feed Arrangement © 


Provision was made for bringing all the air for the roasting from the 
stoves through the mixer, as in the smaller furnace, or for splitting the 
current and having a part of the air take this path and the remainder 
enter the combustion tube near the top of the injector nozzle. Pipe 
connections to hot- and cold-air sources were placed at intervals along 
the combustion tube, thus providing for an absolute control of the 


25 Platform, 
Pyrom A 


Mer 


2 
VY Ladder 
it 
' , 
het 
ie ae 
1 ' 
. 
Hea 
ety 
Het 
yy 


ter 
patA,BCandD 
Hot Blast Main 
from Stoves 


v5 
OME 


Bs 
M, 
Y 
Ua 


bs 


Plan of Burners 


|p) ce ea a a 
SSS fe 


ENVY 


<x 
\\ 


Section Y-Y 
Showing Also Flues 
to Dust Chamber 


Section X-X 
Flues 120° Apart 


SI PPAT PAS 2s 


Gearrensen 


V4 


: 
we pez 
& S Se) 5 PS OES SS oc SA At 
a4 ~S 

¢ ee eos 

@ei.est © & ----- < SESS 

SE eRe 5 

4 WX SS 

a SUS YW 


1 RANA. 


iN 
SSS SSS SSS SSSI | FY —.. 


Lia a Fhe 


{LUIZ EELA fig 


a 


ah 


25i-0-cel Powder 
Oo Firebrick--- 


Fic. 6.—PROPOSED PLAN OF 12-TON FURNACE. 


VOL, Lxx1.—60 


946 A NEW ROASTING FURNACE FOR ZINC FLOTATION CONCENTRATE 


temperature in this tube; Fig. 7 illustrates this arrangement of the ore 
and air feed connections. 


Feeder 


As in the smaller furnace, a screw conveyor takes the ore from the 
bottom of the feed hopper to a pipe immediately above a compressed-air 


a ~~ Ore and Arr 


“ijector Tube 
Section B-B 


Sy This Inlet set torise tangentially to 
he and connect with Combustion lube 


Ure Feed Hopper 
y 7 Noe Feed! 
. Wo awe 
Nozzle set to rise g g peer 
tangentially toand WS] [ 
connect with y / 
Mixer lube y y ! Compress ed Air 
S y ZZ : if -Cold Air from Blower 
L Vn $A IN, © Hot di from Stoves 
A Y A Eureka Siphon 
Hot Air from Stoves. ---°7 
Can be tempered with, 
Cold Air trom Blower / f/ 
if necessary 
Injector Tube 


Plan Section A-A 


Fig. 7,—FEEBDER AND ARRANGEMENT OF 12-TON FURNACE. 


injector. The injector was changed considerably from that of the smaller 
feeder, in order to reduce the amount of compressed air necessary for 
injection purposes. As shown, the compressed-air nozzle blows directly 
through a throat, or Eureka siphon, carrying the ore with it and deliver- 
ing it into a curent of low-pressure air coming from hot or cold sources, 
or both, by which it is carried forward into the mixer. 

Experiments indicate that not to exceed 20 cu. ft. of free air com- 
pressed to 30 Ib. will be necessary for injecting 1 lb. of ore as against 10 


4 
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cu. ft. of free air compressed to 60 Ib. in the feeder used on the 
small furnace. 

The delivery pipe from the feeder was to be connected to the mixer 
pipe by the tangential and rising connection that was used on the smaller 
furnace. The same principle was also to be used in connecting the 
excess-air pipe into the combustion tube. z 


Settler 


The bottom, or base, plate of the combustion tube was to be raised 
about 10 ft. from the floor line, to provide for feeder and air connections. 
The space opposite these connections in the base of the downtake was to 
be used for the settling chambers for the roasted ore. Accordingly 
provision was made for the removal of the coarse product from above a 
bulkhead in the downtake at a point opposite the injector nozzle. The 
fines and gas were to be taken off, somewhat above this, through three 
radially placed flues, which flues in turn entered tangentially a settling 
chamber placed beneath the bulkhead just mentioned. This method of 
entry was to provide a circular or centrifugal motion for settling the dust. 
The gases and remaining dust were to be taken off through a flue passing 
upward and outward through the bulkhead, thence to the Cottrell 
precipitator. 


ET LD 


Heating the Air 


There are insufficient data as to how much of the air must be heated 
and to what temperature heating should be carried for the most efficient 
operation of the furnace. The effect of heated air on the behavior of 
the furnace and the ignition has been discussed and it is obvious that one 
of four methods must be used. 

1. Heating all the air and passing all of it through the mixer tube and 
into the furnace with the ore; this will require large stove construction 
and will not allow air changes in various parts of the furnace, as will be 
desirable for proper control. 

2. Heating all the air and passing only a part of it into the furnace 
through the mixer, the remainder to be introduced into the combustion 
tube at various points; this method is not desirable as the heat is needed 
in the bottom of the furnace for heating the ore and bringing about 
early ignition. 

3. Heating none of the air; indications are that this will not be 
possible, as already explained. 

4, Heating a part of the air (say one-fifth), which will be passed into 
the furnace with the ore through the mixer, the remainder of the air to 
be admitted cold at points throughout the height of the furnace; this 
method will make all the stove heat available for ignition and for holding 
down the combustion zone, and will permit the use of cold air for combus- 
tion and temperature control of the top of the furnace. Of course, the 


| =a 
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stoves should be of ample capacity and of such construction as to permit 
changing the temperature and amount of air going into any part of the 
furnace as may be found necessary. 

Under the first condition, assuming that 300° C. is necessary for mixer 
temperature, the air in a 50-ton furnace will have to be heated to 350° 
in order to heat the ore, if it is being fed cold. If the ore is taken direct 
from the dryer, this temperature may be reduced somewhat. 

The authors calculate that three stoves of the following dimensions 
will readily take care of a 50-ton furnace: 1060 sq. ft. heating surface, 
246 flues, 4 by 4 in. in cross-section, 14 ft. long, and 3}4-in. walls; total 
height allowing for gas and air ports, foundation and dome about 25 ft.; 
diameter about 12 ft.; cross-section of combustion chamber 12 sq. ft. 

Under the fourth condition, which seems the most rational, such 
stoves would be more than ample, but not necessarily inefficient, and 
would provide for emergencies where the heating of all the air was 
necessary. The ratio of fuel necessary for heating all the air to 250° to 
that necessary for heating one-fifth to 600° is about as 2.5 is to 1, which is 
quite a saving in favor of the fractional heating. 


Drying the Ore 


It is obvious that the feed for this type of furnace must be dry, or it 
will not pass the feeder and injector. It is likely that most of the con- , 
centrate delivered at the roasting plant would have to be dried, so it was 
planned to do this drying with the waste heat in the gases leaving the 
furnace, by circulating them beneath the hearth of an ordinary kiln dryer. 

That there is sufficient waste heat available for this purpose is readily 
shown. In the experimental furnace, the gas left the furnace at 800° C. 
under conditions of best roasting. The volume of this gas (measured 
under standard conditions) was approximately 50 cu. ft. per lb. of ore 
roasted and was made up of about 8 per cent. sulfur dioxide; 10 per cent. 
oxygen, and 82 per cent. nitrogen. 

Assuming that these conditions are obtained in a 50-ton furnace: 

50 tons per day = 69.5 lb. or 31.5 kg. per min. 

69.5 Ib. will produce 3475 cu. ft. per min. of gas. 

8.0 per cent. of 3475 = 278 cu. ft. SO2 = 22.7 kg. per min. 

10.0 per cent. of 3475 = 347.5 cu. ft. O2 = 14.1 kg. per min. 

82.0 per cent. of 3475 = 2849.5 cu. ft. Ne = 101.7 kg. per min. 


Further, assuming that the gas is lowered in temperature by 400° 
in passing the drier, the heat available there is: 


1. Sulfur dioxide: 


Heat capacity® at 800° C. is 1 X 800 (0.125 + 0.0001 x 800) = 164; 
164 X 22.7 = 3722.8 ke.-cal. 


8 J. W. Richards: Loc. eu 96. 
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Heat capacity at 400°C. 

66 X 22.7 = 1498.2 kg-cal. 
Heat available from SO, = 2224.6 kg.-cal. 
2.. Oxygen: 


Heat capacity at 800° C. per kg. = 181 cal. 
181 X 14.1 = 2852.1 kg-cal. 
Heat capacity at 400° C. per kg. = 88 cal. 
88 X 14.1 = 1240.8 kg.-cal. 
Heat available from oxygen = 1311.3 kg.-cal. 
3. Nitrogen: 


Heat capacity at 800° C. per kg. = 207 cal. 
207 X 101.7 = 21051.9 kg.-cal. 
Heat capacity at 400° C. per kg. = 100 cal. 
100 X 101.7 = 10170.0 kg.-cal. 
Heat available from N2 = 10881.9 kg.-cal. 
Total heat available per minute; 
2224.6 + 1311.3 + 10881.9 = 14417.8 kg.-cal. 
Assuming 20 per cent. moisture in the ore, it will require 39.3 kg. of 
moist ore to provide the 31.5 kg. of dry ore. This means that 7.8 kg. of 


water must be evaporated each minute, and 39.5 kg. of ore must be raised 
to 200° C. 


ll 


7.8 X 650 = 5070 kg.-cal. to evaporate H.O 
31.5 X 185 X 0.16 = 932 kg.-cal. to heat ore 
“NWA BG aaa a 6002 kg.-cal..to heat and dry ore. 
Heat available in gas = 14417.8 kg.-cal. 
Heat required to dry = 6002 kg. cal. 
8415.8 kg.-cal. in excess 
6002 X 100 
14417.8 — 
easily obtainable. 

It is, therefore, evident that the necessary heat is available for drying 
and heating the ore. If this heated ore is fed without cooling to the 
furnace, the temperature of the air from the stoves may be reduced 
somewhat from that necessary when cold ore is fed. As this amount of 
waste heat was actually delivered by the small experimental furnace, it is 
clear that enough heat would be available for completing the roast and 
maintaining furnace temperatures. As this was possible with a small 
furnace with a high radiation factor, it would be more readily 
accomplished in a larger well-insulated furnace. 

The dried ore from the dryer will contain some lumps, formed in the 
drying, and some coarse particles that will not work well in the feeder; 
it was planned, therefore, to interpose a vibrating screen between the 


= 41.6 per cent. efficiency of dryer necessary, which is 


950 A NEW ROASTING FURNACE FOR ZINC FLOTATION CONCENTRATE 


dryer and the feed hopper to remove these, insuring a satisfactory feed 
at all times. 


Capacity 


The capacity of these furnaces will vary as the square of the diameter 
of the combustion tube. This is substantiated in the results from the 
9-in, and 12-in. combustion tubes used in the experimental furnace, which 
had capacities of 2.0 and 3.6 tons per 24 hr., respectively. Assuming 
similar conditions as to ratio of air and ore, and the velocity in the combus- 
tion tube, the diameter necessary in the tube of a 50-ton furnace will 
be 45 in. It may be that for a furnace of this capacity it would be 
better to use two tubes having a combined area equal to 45 in. diameter, 
1. €., 32 in. diameter each. Such an arrangement would provide for 
repairs in feeders, nozzles, and injectors on a part of the furnace without 
complete shutting down the furnace, with attendant cooling. 


TaBLe oF EstrmaTeD Factors For 50-TON FURNACE, OPERATING UNDER AVERAGE 


ConDITIONS 
Agsumed capaciby, pel Gaya a aaa wie he one 6 2 oe ale ae eee 50 tons 
Netared of Mpcastitube ye ne apse shoe eee i- Socom aes an Sea 1590 sq. in. 
INetrares tof downGase tube pe. asiec tant tes craicx ea eye Siero Sree ete 7590 sq. in. 
Height fromnozzl erty to) top Ol MpCaste. - ser - 24. cael ene 61 ft. 
Capacity of stove, per minute, to heat air from 0° to 350° C........... 1500 cu. ft. 
Total fuel (oil or gas) mainly for heater to furnish per day............ B.t.u. 
Compressor rating pperetamlrte ceric. atta. eae eee eee eee 1500 cu. ft. 
Air pressure for compressor, per square inch......................... 30 lb. 
Blowersraving@a(cy.cloid al) perem in ube semen «reeset eae 5000 cu. ft. 
Cottrell treater capacity, gas per minute (standard cond.)............. 4000 cu. ft. 
Gabor (pershitt) soca dee eek eceecrrois cals: clits cee ee eee 2 men 
Power requirements for compressor, blower, dryer, feeder,ete........... 26 kw. 
DISCUSSION 


G. E. Datsry, East Berlin, Conn.—What would be the effect on 
the formation of sulfates of an increased water vapor content in the 
roasting gases? 


Cuartes H. Futron.—I cannot answer that from our experience. 
The question of the formation of sulfate in the roasting of zinc is mainly 
one of temperature and the concentration of SO. and SOs; in the gases. 
We found we could roast almost completely to sulfate if the concentration 
was kept at the proper point. We, however, did not care to do 
this because we wished to make ‘a 5 to 6 per cent. SO» gas for 
sulfuric-acid work. 

The sulfating of the zine oxide in the proper concentration of gases 
goes on very rapidly. There are certain places in the furnace system 
such as the Cottrell and in a part of the dust chamber in which the roasted 


t 
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ore is subjected for a considerable length of time to the passage of these 
gases, SO. and SOs, and in which the zine was almost completely con- 
verted to sulfate. 


C. 8. Wirnrrett, New York, N. Y.—Does the presence of iron 


have any bearing on that? 
¢ 


Cuarues H. Futton.—Yes, a very great bearing. There has been 


_some work published on the roasting for zinc-sulfate formation, that 


does not take into account the presence of iron. But the formation of 
sulfate undoubtedly is greatly aided by the decomposition of sulfates 
such as iron—no question about that. It is much easier to roast a zine 
blend containing an appreciable proportion of iron to sulfate than is a 
blend without iron. 


Artuur 8. Dwicut, New York, N. Y.—Is it not a disadvantage that 
the final gases, just as they leave the furnace, are in contact with the 
final product? In other words, the gas with the highest percentage of 
SO2 and SO; comes in contact with the oxide of zinc, tending to reverse 
the reaction, and form zinc sulfate again. 


Cuarues H. Futton.—That is a decided disadvantage; the only cure 
is to make that separation at a temperature above the breaking-down 
point of the zinc sulfate, which is about 700° C. 


ARTHUR 8. Dwicut.—lIs not that rather close to the temperature at 
which the reaction reverses itself? 


CuHarRues H. Futron.—It is. That reversal is also a function of the 
SO. and SOs. 


B. M. O’Harra, Rolla, Mo.—Last year we ran several series of roast- 
ing experiments in a small laboratory roaster, roasting ordinary Joplin 
blende with air that we had enriched with various proportions of oxygen. 
We ran several series at 850° C., and a few at 800° C., and found that there 
was very little tendency to form zinc sulfate until the sulfide was com- 
pletely decomposed. That is, the main body of the ore did not contain 
very much sulfate until the sulfide was gone; but if this main body of 
ore, after the zinc sulfide was all oxidized, was left exposed to the SOz 
gases coming from parts of the furnace still containing incompletely 
roasted ore, zinc sulfate would be formed by sulfatization of zinc oxide. 
Our roaster gases were considerably richer in SO2 and SO; than those 


described in this paper. 


CHarutes H. Futton.—The decomposition point is very close to 
750° with a concentration of, we will say, 5 per cent. SO» gas and with 


SO; present. 
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Kurr Srocx, Fish Creek, Wis.—I believe it will be found almost 
impossible to decompose the zine sulfate that forms in the furnace, at 
least in this roaster. We have always found that decomposition of 
once formed zinc sulfate cannot be accomplished to any worth while 
extent. In all the established types of roasters, the current of the gases 
is contrary to the movement of the ore; in other words, the ore is sepa- 
rated from the gases as rapidly as possible so as to prevent sulfatization 
In this furnace, the roasting ore moves with the gases, which constantly 
get richer in SO, and SO3. The solution lies in separating the ore from 
the gases as quickly as possible to prevent the formation of zine sul- 
fate, rather than try to decompose it afterwards. 


Cuartes H. Futron.—That is the point. We do not wish to form 
sulfate so that we need not decompose the sulfate after it is formed, 
hence we endeavor to prevent the formation of sulfate by making the 
separation of gas from ore at a sufficiently high temperature so the 
formation of sulfate does not occur with falling temperature. In this 
furnace, the main body of the ore drops from the gases into hoppers in 
the lower part. The only ore that is in contact with the gases is that 
which is carried over into the dust chamber and into the Cottrell. 


G. L. Osteren, New York, N. Y.—Approximately how long do the 
ore particles stay in the furnace proper during the roasting? 


Cuartes H. Fuiron.—In this 30-ft. furnace, about one minute. 


Recovery of Arsenic and Other Constituents from Speiss 
t 
Cuarence P. Linvinie,* Exizanntu, N. J. 


(New York Meeting, February, 1925) 


FuLTon! says: “Speiss is an artificial arsenide of iron containing 
smaller amounts of other metals. In constitution it is similar to a matte 
except that arsenic replaces sulfur.” For the purposes of this paper it 
will be necessary to broaden the definition, and I propose the following: 
Speiss is an artificial mixture of arsenides, of which arsenide of iron may 
be taken as a type, but iron may be replaced in part or wholly by other 
metals (such as copper, nickel, cobalt, lead and zinc) and the arsenic 
may be replaced in part or wholly by antimony. In addition to antimony 
and arsenic, speisses often contain sulfur. Speisses usually also contain 
both silver and gold. Table 1 illustrates the variations that may 
be encountered. 


TaBLE 1.—Speiss Analyses 


3 3 3 
g3/¢ z 4 ae 
& %1<38 | #52] BSR | o g3 
g a 64 | <a sine O22 300 phe) 
| | | | 
Gold, ounces.......... | aya aed 474)"2_0 1)" 2.85) ° 6.68 hie ee 
Silver, ounces.........) | 52.0 | 84.6 78.0 | 93.6 157.3 | 205.8 365.2 
Iron, per cent......... | 57.02| 33.0) 20.9, 9.1); 1.50) 1.9) 12.8) 0.22 
Copper, per cent...... | 1.06) 6.24) 15.0) 12.4 | 9.4 | 7.6 0.25 40.9 
Lead, per cent......... Za Simo Omeleech 0.2 1 <d.5 0.8 2.2 
Nickel, per cent....... | 13.4) 8.5 19.18 28.2 20.35 20.8 20.2 
Cobalt, per cent....... | e215) 6255 | 5.80| 4.55); -21..5 
Zinc, per cent......... 0.07 | 
Arsenic, per cent...... 32.95: 30.4 | 30.6 29.00 21.0, 27.0 35.6 16.0 
Antimony, per cent....) 0.18} 6.7 | 7.5) 11.70 17.3 | 23.5 | 12.0 
Sulfur, per cent....... 3.34 | 6.28 ORs 


oH, QO. Hofman: “Metallurgy of Lead,” 385. N. Y., 1918. McGraw-Hill 


Book Co. 
>’ From Perth Amboy Analyses. 
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Attention is-called to the high concentration of gold in some of these 
samples. Hofman? says: “As regards the presence of precious metals 
the fact is to be noted that speiss retains considerable amounts of gold, 
whereas very little gold is found in matte. Speiss assays show from a 
trace to 0.5 oz. gold per ton. The presence of metallic iron in speiss 
furnishes an explanation for the excess of gold over silver usually found, 
as iron has a strong affinity for gold.” 

In some of the analyses given, gold to the extent of 6.5 oz. per ton is 
shown in speisses having only a small percentage of iron. I am inclined 
to believe that the explanation is that inasmuch as the concentration of 
speiss is a process in which the metals are removed in so far as possible by 
matting them out, the fact that silver forms a sulfide soluble in matte, 
while gold does not, allows the silver to leave while the gold remains 
behind in the concentrated speiss. 

Without question the problem of speiss treatment has been one of the 
most difficult that the metallurgist has been called on to solve. It is not 
the purpose of this paper to record the history of this problem and the 
various attempts to find a satisfactory solution, but to describe some of the 
methods that have been used in a period of over 10 years at the Perth 
Amboy plant of the American Smelting & Refining Co. If it were not 
for the presence of gold and silver, most smelter men would be content 
to have their speisses go to the slag dump, after a preliminary treatment 
for recovering a portion of their lead and copper contents. Concentra- 
tion processes for the removal of copper, lead, and silver can be profit- 
ably worked, but the problem begins when concentration can be carried 
no further, yet the concentrated speiss still contains considerable quanti- 
ties of both silver and gold. The presence of nickel, cobalt, and antimony 
add greatly to the difficulty of further treatment. 

In order that the different points may be better understood I am going 
to consider the treatment of a type of speiss such as we have had to work 
with, showing the following analysis: 


Goldoz per ton t.e.). ss are Oe LOme Cobalt. menicent ase eae 1.8 
SLUM AED (OP VO MOM oso canpsoce 201 00 Arsenic; per cent). ... eee ST 
head per cents resend eeat eee 21.4 Antimony, per cent............ 4.6 
Copper, per cents. see een 3U.)) Sulfur, per cent)...... .h eee 3.4 
Tron; per.centrcn acess ee ee LO Omen ZING netCe’Der Contin ena 25 
Nickel percents eer aeeen enema mein 


The most satisfactory method for concentrating such a speiss that we 
found was to crush it to —1 in., mix with about 20 per cent. of its weight 
of brimstone by shoveling the two together, then charge on the sloping 
hearth of an oil-fired reverberatory furnace having a magnesite floor for 
the sloping hearth. The fusion is conducted rapidly so that the molten 


ee eee 


2 “Metallurgy of Lead,” 386. N. Y., 1918, McGraw-Hill Book Co. 


j 
i 
’ 
‘ 
i 


, 


CLARENCE P. LINVILLE 955 


matte and new speiss formed run into the body of the furnace, where 
they are allowed to collect until sufficient is present to warrant tapping 
into pots. While probably good results could have been obtained by the 
use of a settler for separating the matte and speiss, we used nothing but 
hand slag pots. These were filled and allowed to cool; when cool the 
buttons were broken and the speiss separated from the matte. 

The sulfur efficiency is very high, from 70 to 80 per cent. of the sulfur 
used being found in the matte and speiss produced. There is an indica- 
tion of some arsenic evolution, but from 90 to 100 per cent. of that present 
in the original speiss will be found in the final concentrated speiss; the 
same is true of antimony. 

In general the limit of concentration is reached when the concentrated 
speiss contains about 45 per cent. combined arsenic and antimony. 
The order of removal of metals from speiss is: lead, copper, iron, cobalt, 
nickel. We have found it possible to produce, by this method, concen- 
trated speisses having the following analyses: 


No. 1 No.2 No.3 


GoldMmounces +20 Ve eee ees Me Rae, Semele ee tal, 2.85 6.68 2.66 
SUNS, OMI OB Seta 92.5 2am Gao nets on ee eee 93.6 157.3 104.5 
re eeper CON ter ea ke vse ne WA Pict cence cease epik 8 ht ste a rt 83559 0.8 Oz 
(CoOySTRETE (WERT ne ge Wicks eis ho hel I oO ne 9.4 (Ome 
TOES, [Ota Ca ES A ie See cnt ES” Se ee ee ae 1.5 i 

RteOE MUCTICON ESTs er eee URe arte air Sie AS 2 so) + 4 agi « 8s» 28.2 20.35 31.8 
BDI STIs ge aie ce Sh 5.8 4.55 
Eentes TOTICON Goris Lok Pos are ee Se oka bee 6 pile 4 8 PAO Pe MD) PAD) 
Pr cUROMy Der CON. cocigas | Bees cue a -Ea EM ee oh ets ve as 17.3 23.5 12.8 
SE EDC LIC ONO eee erie eee oe op sale die yh dee 5 s/n 6.28 7.8 


In cases where the arsenic and antimony percentage totals nearly 40 
per cent. sulfur treatment would cause but little concentration; it is 
then necessary to reduce the amount of arsenic in relation to the cobalt 
and nickel present. I have always aimed, in speiss concentration, to 
have only sufficient arsenic and antimony present in the charge to give a 
speiss with 30 per cent. total nickel plus cobalt, and 44 per cent. total 
arsenic plus antimony. In other words, I have endeavored to have the 
ratio of the sum of arsenic plus antimony to the sum of nickel plus cobalt 
444). This can be brought about by mixing raw unconcentrated speisses, 
or by making up the charge in part or wholly of roasted speiss. 

From the type speiss above given, the sulfur requirement will be: 


: Par Crnr. 
IDGAELs 5 S88 else tho Ud Oe tee ee 21.4 per cent. X 0.155 = 3.32 
Copperas eae 30.1 per cent. X 0.254 = 7.64 
TRENT. Seahe tol oO ere Bie Cio Sr ee 10.0 per cent. X 0.571 = 5.71 


16.67 
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By smelting with 18 per cent. of its weight of brimstone, I should expect 
to get 53 per cent., by weight, of new speiss and 65 per cent., by weight, 
of matte. 


Pur PpR 
CoNcENTRATED SPHISS CaNz, Marre Cane. 
Torau ToraL 
Gold OUnCES entail = cle 173299 90.0) Gold,ounces;..> 2 snr 0.120 10.0 
DIVER OUNCOS cetera aaurraerec 37.1 12,0 Silver, ounces:......... 335.6 88.0 
Copper, per cent......... 12.05 21.2 Copper, per cent........ 36.5 78.8 
heads percent’. ..' 0.0 2. 4.3 LO nwa ead percent. sete ai 29.4 90. 
Iron,) PET Gent teeessiie > alee 10.0 Do 12MIN, PeLiceliee am -mael Ties 47 
Nickel, per cent.......... 13.1 95.0 Nickel, per cent........ 0.56 5.0 
Cobalt, per cent.......... 3.0 90.0 Cobalt, per cent........ 0.28 10.0 
Arsenic, per cent......... 35.2 100.0 Sulfur, per cent......... 23.00 
Antimony, per cent....... 8.6 100.0 
Sulfur per cents...n- ar 


This speiss is not sufficiently concentrated, but cannot be improved 
without the removal of some of its arsenic and antimony. 

If it be crushed to —20 mesh and roasted on a mechanical roaster, 
the arsenic content can be reduced to, say, 17 per cent. and the antimony 
to, say, 5 percent. During such a roasting the change in weight is almost 
negligible, so that except for the reduction in the percentage of arsenic, 
antimony, and sulfur, the analysis of the roasted material will be the same 
as of the raw concentrated speiss. If this roasted product is mixed with 
sulfur and some coal to reduce the oxides, and then fused as before, a new 
matte and concentrated speiss will be obtained. From 53 tons of first 
concentrated speiss, mixed with 8 tons of sulfur, there will be obtained: 


26.5 Tons 10 Tons 
NickeL Spriss Marr 


Goldfounces Bat aces emer re tear eee vas Soak od Cole be ae Qo 0.68 
Silver KOUNCES es ctsrctay ents cioteree mitment oe Rexege Orel cls caiecn we eRe eee 36.40. 144.7 
Lieddmerncent.«: sapatat ee Ruslan teem ria temerity ars xe acs aos eee 2.00 17.6 
Copper, DEN CON tc ccm won rinses Mime hse cit bia wo le ee hae 10.00 37.35 
TTON Pel CMU crane the mee rete Lr reek taN ar ok nicola cies oS eae 7.00 34.65 
Nickle per Cen Grr. mecrdirman ics heccordatncitaantw scence cs ost ene Stee te 25.7 1.25 
Cobalt. pér Gents wenetan ate meine ee meee hee ne ee 5.9 0.55 
AYBONIC, (MET CONiby sites onsen asia eens atta slo Res 34.0 

Antimony, Per iCOn ts. /sc,-nuhece eRe inl ees be ora oh. meatier ee oe 10.00 

Sulfur, Dericenti note ira nn ar Been ieee P icici ote ee 7.00 23.00 


By conducting the roast in connection with settling chambers and bag 
house, or Cottrell plant, the arsenic eliminated by the roasting may be 
collected and refined for sale. The amount to be expected would be 
18.2 per cent. of 53 tons, or 9.64 tons As., or 12.85 tons As.O3. If we 
assume an 80 per cent. recovery, the product will be 10.28 tons refined 
white arsenic. 

The matte obtained from both concentrations will, of course, be sent 
to the smelting plant to be worked up in the usual manner. It should 


ae | ft 2 ae Wet eee 
; ( - are a Es 
aia ih CLARENCE P. LINVILLE . 


be noted that the nickel and cobalt present will partly follow the copper— 
part will go to new blast-furnace speiss and part to the slags. The 
greater part, when smelted on a lead charge where arsenic is present, will 
be found in the speiss made. The following tabulation gives the results 
of treating a lot of speiss by sulfur concentration at Perth Amboy. 


P t NICKEL AND 
Gop, SILVER, CopPnr, CoBALt, 

; OuNcES OuNcES Pounps Pounps 
Speiss used, 1,321,389 Ib......... 1,575.43 177,014 = 497,503 ~—:181,125 
Concentrated speiss, 656,700 lb... 1,213.40 ° 30,194 106,229 164,454 
Matte, 752,000 Ib............... 362.03 146,871 392,541 15,521 

NICKEL AND 
Torat Gotp, SILVER, CopPER, CoBAur, 

PER CENT Per CEnt. Pxr CEent. Ppr Cent. Par Cant, 
Matte Made... ..sssecsaeese Du 23 81.8 78.9 8.56 
peIsseMAade - 1.2. ae schoo 50 vis 18.2 AA eil 91.44 


Concentration has also been carried on by using niter cake and coal, 
instead of brimstone. This gives a very satisfactory speiss product but, 
because of the sodium sulfide present, the matte slacks badly on standing, 
if it gets wet, and heats and ignites spontaneously if piled. The time of 
fusion was increased because of the necessity of removing great quantities 
of gaseous products from the fusion. 

Speisses made with sulfur were apt to be very free from lead and 
rather high in iron, while those made with niter cake showed rather high 

lead and were very much lower in iron content. This is illustrated by 
the following analyses of products from both methods of operating using 
the same unconcentrated speiss. 


Speisses Mattes 
Concentrated | Concentrated | Concentrated | Concentrated 
with Sulfur | with Niter Cake | with Sulfur | with Niter Cake 
i 2 3 1 2 3 1 2 Sate wer 2 | 3 
Gold, per cent..... | 3.10 | 2.75 2.85) 0.20 0.10 0.05 
Silver, per cent.... (104.9 |101.7 | /93.6 | 278.2 | 130.4 217.00 
Doré, per cent..... |102.0 |108.0 | 72.5 |104.45/96.0 96 .45|318.0/2 8.5 |227.5|/130.5 |217.0)217.05 
Lead, per cent..... 1.8 | 0.6 | None 3.14) 9.6) 3.5 | 27.2) 22.2 | 17.9] 13.6 | 25.2) 19.1 
Copper, per cent...| 7.6 Hiss | 6.4 5.15] 9.6| 9.4 | 23.6] 25.8 | 26.0) 11.7 | 32.1) 33.2 
Iron, per cent..... 6.9 6e4 22) 2.5 | 0.9) 1.5 | 16.0) 18.2 | 18.8| 17.4 Bint uO we 
Nickel, per cent...) 26.3 28.5 | 28.2) 3.29) 1.56) | 1.22 
Cobalt, per cent...) 5.95 | Bs) | 5.8 | 1.60 | 0.99 1.58 
| | | | | | 


As the presence of lead in the concentrated speiss gave more trouble in 
its further treatment than iron, it was considered preferable to concen- 
trate with sulfur. Attention is called to the fact that, in sulfur concen- 
tration, as opposed to blast-furnace concentration, only a very small 
amount of slag is formed, and this is sent back to the blast furnace for 


' 
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resmelting, hence there is no slag loss of metals to be considered by this 
method of concentration. 
The actual results shown by treating 1220 tons of speiss by sulfur 
concentration were: 


GoLp, SILVER, CopPErR, NICKEL, 

OuNcEs OUNCES Pounps Pounps 
Speiss used, 1220 tons............ 2,158.5 229,930 786,052 278,798 
Concentration speiss, 550 tons.... 1,490.7 55,124 193,201 256,501 
Concentration speiss, per cent... 69.0 23.9 24.6 91.9 
Mattepe/SOitonses mie 0: so peter 519.55 174,115 597,442 31,065 
Mat temper. Centey. cite <1) name rae 24.5 ont 76.0 Aiba 
Accounted for, per cent.......... 93.5 99.6 100.6 103.0 


TREATMENT OF CONCENTRATED NICKEL SPEISS 


The earlier method of treating this material was to roast it as com- 
pletely as possible, care being taken to regulate the roasting so as to 
give the maximum solubility of the metals present in concentrated hot 
sulfuric acid. The roasted product was ball-milled in a Hardinge mill 
running dry. The finely ground roast was treated with hot concentrated 
sulfuric acid, in a continuous mechanical sulfating machine, the product 
leached with hot water, separated from insoluble slime, and the solution 
treated for the recovery of copper, nickel, cobalt, and excess sulfuric 
acid. In spite of the best roasting, the product always contained from 
16 to 20 per cent. of arsenic, which found its way into the solutions and 
caused much trouble and expense in its elimination from the cycle. For 
this reason, we developed the method of soda roasting and leaching out 
the sodium arsenate previous to sulfating.® 

If any speiss is finely ground and thoroughly mixed with sufficient 
soda ash to combine with all the arsenic and sulfur present and a portion 
of the antimony, and this mixture is given a low-temperature oxidizing 
roast, all the sulfur is converted into sodium sulfate, all the arsenic to 
tri-sodium arsenate, and a portion of the antimony to sodium antimoni- 
ate, while the metals present are completely converted to oxides. If 
now the roasted product is leached with water, the soluble sodium sulfate 
and tri-sodium arsenate dissolve and can be almost completely removed 
by settling and filtration from the residue of metal oxides and sodium 
antimoniate, which is insoluble in water. 

When attempting to get a high-grade tri-sodium arsenate from such 
material, we found that the sodium sulfate present was an interfering 
material, which crystallized with the tri-sodium arsenate. To get rid 
of sulfur, it was necessary to give a preliminary oxidizing roast; which 
removed part of the arsenic from the speiss and almost all of the sulfur. 


’C. P. Linville: Production of Tri-sodium Arsenate from Nickel Speiss. U.S 
Patent 1505718. es 
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This roasting is not necessary except for the removal of sulfur, as the 
arsenic can be completely removed by soda roasting even when large 
amounts of sulfur are present. To illustrate the possibilities of prelimin- 
ary roasting on the composition of the speiss the following analyses, 


_ from operating, are given: 
OxipIzING 


Unrofsrep Roast Sopa Roast 

Boeerrounces, ee eee eel. be (0) 

pulyer ounces. ...1. 602.46 3 So oe eee 6175.08 

Mea per cent... CP eee meee, kn? 1.6 

Bees per CONT. —. ta aicblete eben sd one «Sai ys 9.3 9.5 7.0 
RQ DOL COG. A a..te eee. cee 5.0 3.6 
Beered "per Cent... Vane. so... 22.0 19.0 16.1 
Sonalt percent, ..so ee Meee eee fs Lo des Set 

Arsenic, per cent....... OSS hs Ache 23.5 17.0 12.6 
Raman. DOr Cent... cee ete Bldg s,s 0s <3 20.0 14.7 
SUIS Saar een wee oe 6.2 0.7 0.6 


After considerable experience we were able to conduct the roasting 
so that the sulfur content of the product could be kept below 0.3 per cent., 
and in some cases it was as low as 0.12 per cent. 

Roasting was carried out on a 22-ft. Herreshoff furnace with eight 
hearths. Temperature control is very difficult, as the speiss does not 
begin to roast until near its melting point. I have seen every floor of 
the furnace with the unroasted speiss charge melted and partly roasted 
material floating on top of lakes of molten speiss; this condition was 
remedied and the furnace brought around to normal by increasing the 
fire and opening the lower doors to give a large excess of air, without 
cooling the hearths enough to solidify the molten material, which after 
a few hours was oxidized and disappeared, having been taken up by the 
roasted material. The furnace was heated by four oil burners, placed 
in the doors on the second floor and arranged to direct their flame 
tangentially, thus giving a whirling flame without danger of overheating 
the center shaft. The temperature control was by means of a recording 
Bristol pyrometer, on the hearth above the burners. The actual tem- 
perature of the roasting mass is not known, but we aimed to hold the 
pyrometer readings between 1300° and 1400° F. The capacity of this 
furnace, when roasting concentrated speiss down to 16 per cent. arsenic 
and 0.5 per cent. or less sulfur was from 15 to 20 tons per 24 hours. 

In the case of the type speiss above given, there are 26.5 tons to be 
treated. Roasting can be expected to reduce the percentage of arsenic 
from 33.6 to 16 per cent. and the sulfur from 7.20 to 0.3 percent. This 
would mean the elimination of 17.6 per cent. of the weight of the speiss 
or 4.67 tons of As, equivalent to 6.23 tons of As:Os, of which 80 per cent. 
(or 4.98 tons) should be recoverable as white arsenic. 

Samples from this roasted material are tested to determine the amount 
of soda ash necessary for complete conversion of arsenic to sodium 
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arsenate by making up roasting-dish charges having different percentages 
of soda ash. These are roasted in a laboratory muffle furnace, cooled, 
and weighed portions tested for their percentage of soluble arsenic, using 
an iodine titration on the water solution from the leached sample. From 
the results of these tests, the minimum amount of soda ash that will give 
satisfactory results are computed. Charges were weighed up on the 
floor, based on the use of sufficient speiss to use one bag (300 Ib.) of soda 
ash, the two shoveled together, and the mixture passed through a Hard- 
inge mill. This was necessary to give the thorough and intimate mixture 
of speiss and soda ash required to insure good results on the following 
soda roast. Roast speiss with 16 per cent. arsenic requires from 33 to 36 
per cent. of its weight of sodaash. The 26.5 tons of the roasted speiss 
which we are considering and 8.75 tons soda ash should yield 31.27 tons of 
soda-roasted material. The loss in weight is largely carbon dioxide from 
the sodaash. This operation can be carried out very well on a mechanical 
furnace, such as the Herreshoff used for the first roasting, but a Godfrey 
single-hearth furnace is much better. We used an oil-fired flat-bottom 
cupel furnace charging the roast mixture in batches of from 800 to 1000 
lb. at a time, which gave a layer of from 4 to 6 in. deep over the furnace 
floor. With a hot furnace, one man was able to handle two charges on an 
8-hr. shift. A good red heat was carried, the charge being thoroughly 
rabbled every few minutes, care being taken to not overheat it during the 
early stages of the roast. After the roast is complete and danger of 
fusion of sodium carbonate no longer exists, the heat can be raised with- 
out fritting of the charge to a somewhat higher range. 


PRODUCTION OF TRI-SODIUM ARSENATE 


A pilot leaching plant was operated for four months, producing 120 
tons of tri-sodium arsenate. ‘This comprised a dissolving tank, having 
live steam for heating and a stirrer, a Schriver diaphragm pump, settling 
tanks, a Sweetland filter press, and two storage tanks; also a double pan 
evaporating furnace for concentrating sodium arsenate solution. This 
pilot plant was unsatisfactory in many ways, but gave the necessary 
information from which a larger plant could be designed. 

The sodium arsenate is extremely soluble, but at the same time much 
of the insoluble speiss residue is of a colloidal nature, rendering it difficult 
to settle or filter. The proper method of handling the solution and 
washing would be to use Dorr thickeners and wash counter-current, 
drawing the almost saturated clear solution of tri-sodium arsenate from 
one end, and underflowing completely washed speiss residue from the 
other. It was found that the solution of tri-sodium arsenate always was 
slightly colored with copper, even though the reaction was alkaline; this 
gave a decided green color to the crystals made. This trouble was 
overcome by using sodium sulfide in the clear solution. The amount 
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necessary was extremely small, not over 1 or 2 Ib. per ton of speiss. The 
copper could not be removed te adding the sodium sulfide to the mixture 
in the dissolving tank, but was very efficient when added to the clear. 
solution. The precipitated copper sulfide had to be removed by filtra- 
tion, but it took considerable time to fill a press. The clarified copper- 
free solution was run to a storage tank, from which it was fed by gravity 
to the evaporating pans. The pans were filled and refilled until finally 
each would be about half full of a heavy syrupy liquid, which was tested 
by pouring a small sample upon a clean iton plate; if it set up solid within 
a minute or so, the charge was considered finished and was run out into 
drums. After standing for about 24 hr., these drums were solid and 
ready for shipment. The first product obtained solidified in two layers, 
and analysis showed that there was considerable difference between 
tops and bottoms, as is shown by the following: 


Tops, Bortoms, Tors, Borroms, 
Per Cent. Pr Cent. Per Cunt. Prr Cunt. 
Nig phd O75 ont ee oe ae Tt ee 57.15 32.30 51.32 44.39 
SDSS) tetera 1.23 27.46 2.22 17.28 
INSisCO3 .0 5 os. Sp deems cry tts cir Aes cues eee 1.70 11.10 2.17 6.02 
Oe ee 22154). oA es en Pee est 39.84 29.04 


Trouble from this source was eliminated by attention to the preliminary 
oxidizing roast. With 16 per cent. arsenic and 0.3 per cent. sulfur, the 
ratio of sodium sulfate to tri-sodium arsenate is so low that bottoms are 
not formed. The following analyses are given of fused tri-sodium 


arsenate made from pre-roasted speiss. . 
sally 0. 2, 
Per Cent. Pir Cent, 


Nido Ohw santa’ ee Ue eras Sk Le ee ae era 51.32 56.18 
Nebel S Ovid tad iw eoceasoa site tte exten cl etree Ata Satan Neer ane coeae a 1.95 1.28 
Na2CO3 EA Ce NP MA a eee Ct cA rien CneNs Si eteter eas Sale (s Weuler dele erodes fe lee 125) 1.86 
JELLO). Soo 208 Ree Pe CLO DIN Oa 1g OI en OL a0 Ce ae a eae 45.40 40.12 
ANS. oS Cle ES Fc Tee EEO Oe One dee CRO Ste ee renee ea 18.5 20.30 
Sone gop Be SOR De Oe rk Te eo a ie 0.44 0.29 


The 26.5 tons of roast speiss, after soda roasting, amounts to 31.27 
tons; after a water leaching this gives 21.2 tons oxide residue and 21.2 
tons of fused tri-sodium arsenate containing about 20 percent. As. The 
arsenic is all in the “ic” state. The residue will have a dry analysis 


about as follows: 
OTAL 
(GHOUG 6 ecm co heen UREA het Soc nee 2.90 oz. 61.56 oz. 
DILVeDMS fo... Dake cen pilokh dpi putes dala ee re 45.50 oz. 965.00 oz. 
er me ee A A ee sass. 2.50% 1,060 Ib, 
(Coapayaverey. 0 oo os cals bole eto Rolo Bie Orc eee ener oa 12.50% 5,300 lb. 
ia new nat SR EOS 2 ees eee ee 8.70% S70) ilo). 
TO. condhos pil at Bie eee 1.30% 
JANEIRO, ccene ahi & Abe ee Cee ieee A 
ANT VEUROIN 9 ¢ @earsale che Gul A on ols 0 OSC rane ane ee 11.70% 4,982 lb. 
me pets Pe ee 31.30% 13,621 Ib. 
Cobaltaue i. PRI Ee Ar AAD Sis. a: ccs. ohio Qusilaneneneliel 6 en OtiG 3,127 lb. 
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Tur TREATMENT OF SODA-ROASTED SPEISS RESIDUE 


The residue is taken, without drying, mixed to as thick a mud as can 
be handled, and allowed to feed into a mixer where it is mixed cold with 
66° sulfuric acid in such excess that, when the mixture is heated to com- 
plete the sulfating reaction, the result will be a creamy mass thin enough 
to flow in a stream from the sulfating tool. This consists of a drum 8 
ft. long, and 4 ft. in diameter, closed at the ends, and mounted on wheels 
so that it can be slowly rotated. The residue-sulfuric acid mixture 
flows slowly and continuously in at one end, mixes with the bath of hot 
sulfated material in the drum, and an equal amount of completely 
sulfated mass flows out at the other end. The operation is continuous. 
The sulfated material drops into a tall cone-bottom dissolving tank, 
constantly agitated with air. The free sulfuric acid in the sulfate 
material is sufficient to keep the solution near the boiling point. The 
soluble metals, including the antimony, are almost instantly dissolved; 
On dilution, the antimony slimes out again as a white basic precipi- 
tate. The solution carrying most of the insoluble material in suspension 
overflows from a point near the top of the dissolving tank, and is carried 
to a settling and washing system. Some heavy unsulfated lumps accu- 
mulate in the dissolving tank and must be removed, from time to time, 
by opening a valve at the bottom of the cone and allowing the heavy 
material to wash out. This material is returned to process, usually to 
the feed to the soda-roasting furnace. 

The solution carrying slimes of undissolved materials from the speiss 
is flowed into the center of an 8 ft. cone, from which the clear overflow 
goes to a 1600 cu. ft. settling tank. The underflow from the cone goes 
to a second cone, where it is thinned with hot water from boiling-tank 
steam-coil condensation; the overflow from this cone goes to the dissolv- 
ing tank, flowing in at the bottom, and the slimes to a settling tank. The 
plant is practically automatic, being run by one man per shift. This 
man attends to the oil fire heating the drum, and regulates the acid and 
slimes feeds, as well as the hot water feed, so that the solution running off 
from the first cone is maintained at a specific gravity between 1.32.and 1.35. 

The overflow from the slime-settling tanks also flows to the dissolving 
tank. When a settling tank is full of slimes, the stream is turned to a 
second slimes settler. The handling of the settled slimes has not been 
successfully accomplished as yet. We believe that they could be 
dewatered by using a suction filter of the Moore type. The method of 
handling heretofore used has been to drain as much solution as possible 
from the tank, and then to stir sufficient ground limestone into the slimes 
to cause them toset up. The stiff mud is then dug out, loaded on to trans- 
fer cars, and sent to the smelting plant. From 90 to 95 per cent. of the 
copper, iron, nickel, and cobalt will be soluble and will go with the solu- 
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tion, while the gold, silver, lead, and antimony, as well as the remainder 
of the copper, nickel, cobalt, and iron will be found in the slimes. 
Because of the presence of reprecipitated antimony compounds, these 
slimes are milk white and usually have been designated in the plant as 
“white mud.” 

In the case of the type of speiss being tregted, we should have 21.2 
tons of soda-roasted leached residue, mixed with 90 tons of 66° H.SO, 
which will yield 4380 cu. ft. of solution, analyzing as follows: 


SoLuTIoNn 
ConrTaIns, 
Pounps 
eEPERO STAVE Fe 0 oot cree Pee Se es ocho bi don cds See 33 365,710 
sa LRIASOP ae Cae ets 2 eA ee Ot Oa ra 33.00% 120,685 
(OOS Bec aie geen oe ob +S ahs ee 1.29% 4,706 
LED, . 8d Mee 2S Seed igs eee eee 0.90% 3,314 
TU ciate clipleatinse Mae Get oP an, mache ial ie alee ee a 3.62% 13,266 
CSTR Coa. eee Se ee RED oa le, Sal ta A 0.82% 3,020 
AMEE OTRD Gost ane Speen Rel tek cae ae 1: RA ee a Olas 510 
While the white slimes will amount to 9.9 tons, containing 

SLIMES 

ConTAIN 
cet ee oe oe eer er ee ois) 6.22 OZ, per ton 61.56 oz. 
Sy ee ee ee ee eee. 07 4 oz. perton 965.00 oz: 
ee le eee eee !,. --B.35% 1,060 Ib. 
Peer ee. £15. eee, Aaa JU. 25.20 % 4,982 Ib. 
ENDS TE GR ee i btn ee Ue ween ae ES Mas. Sichstes vos6.00 0.37% 72 lb. 
COMIC 5 IBIS Babies. ct oc Score aa Aen S30)! A 594 lb. 
TORR. wlth ib eee RRO ELA none RD oct 0c? air ae ea eee 2.0 %G 396 Ib. 
Ning <a We We ee we oho cen a Oe ee 1.8 % Boo Ds 
CODE. 5h SOD eee eee 0.54% 107 lb. 


It has been customary to return the white mud residues to the lead 
blast furnaces, but in view of the very high percentage of antimony it 
might be profitable to give a sodium-sulfide leach before treating the 
slimes further for their values. 

The solution is handled by first passing through a set of ‘depositing- 
out tanks,” where lead anodes and copper cathodes are used. Because 
of the low percentage of arsenic present in the solution, it is possible to 
plate out the copper with a rather high current efficiency, thus reducing 
the amount to about 0.1 per cent., returning its sulfuric acid to the solu- 
tion and giving copper cathodes of such purity that they can be added to 
the refined copper charges. 

The solution is now to be concentrated by boiling in lead-lined tanks, 
containing heavy lead coils; steam is passed through the coils. A reduc- 
ing valve on the inlet and steam trap on the outlet holds the pressure in 
the coils to about 30 lb. Under these conditions a rapid boiling takes 
place, with a steam consumption of about 1 lb. steam per pound of water. 
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Evaporation is carried far enough so that the solution will have no corro- 
sive action on iron, about 1.45 specific gravity, and then run out into oil- 
or coal-fired open cast-iron pans, and evaporated until the specific gravity 
has reached about 1.65. This is somewhat variable, but should be such 
that when the pan contents cool, the metallic sulfates present, which are 
insoluble in cold acid of such strength, will separate out and settle 
away from the excess acid. After settling in steel receiving tanks, the 
acid is skimmed off and returns to stock, for use with new acid in the 
sulfating. Thus, although a large excess of acid is used in the dissolving 
of the metals, the only acid loss from the system is that which is carried 
out in combination with iron, nickel, and cobalt, along with some 
mechanically held by the moist basic sulfates from the settling tanks. 

The settling tanks are dug out, and the basic sulfates are dried as com- 
pletely as possible in a centrifuge, but not washed with water, the 
amount of acid present not being sufficient to repay the cost of evapora- 
tion of wash waters. The result is a reddish-yellow crystalline to 
powdery mass of mixed basic sulfates of iron, nickel, and cobalt. The 
crude mixed sulfates obtained would amount to about 36 tons and analyze 
as follows: 


Per Cent. Pounps 


Coppelan tee ee RCC Rete ss hee ose la ie ais sR 0.066 49 
TOT see tele teste ee Tae PA Cro eyes ane eck revs oe DN eRe 5.76 3,314 
Nick eleneris starts cos tre gche Pace rer ehe ieee. eal = Stousivrs his anaes, ns ap Spemas 18.56 13,266 
Cob al gc rrerd- ee icici er eee ee leo.) 34d, 2s otaes anaes 4.22 3,020 
Free H.SO, RRC DeL ct SATAN CM ROR RRA ME MEME RNa! aie she Waie MARR E G Om oe! ane eile nts meng eee 12.00 8,580 


Treatment at Perth Amboy has stopped at this point and a large 
accumulation of mixed basic sulfates is now on hand. The price of nickel 
is so low that there would be no present profit in its recovery. The 
rather high percentage of cobalt present in the sulfates would seem to 
promise a good return however. Plans have been under consideration 
for treating this material, which may be briefly outlined as follows. 

The centrifuged mixed sulfates are to be fed upon the upper hearth 
of a mechanical roasting furnace, and roasted with careful temperature 
control so that the iron is oxidized to ferric oxide, without decomposing 
the other sulfates. It has been found possible, on large scale experiments, 
to thus oxidize over 90 per cent. of the iron present. The solubility of 
the nickel and cobalt is improved, so that nickel and cobalt can be more 
easily leached from the roasted material than from the unroasted basic 
sulfates. This roasting does three things—it removes all excess sulfuric 
acid, it converts most of the iron to the insoluble ferric oxide, and it 
either volatilizes any arsenic present or combines it with the ferric oxide, 
thus keeping it insoluble when the other metals are dissolved. ‘The roast 
is then to be leached with hot water, giving a solution containing the 
nickel, cobalt, and a little copper as well as some unoxidized iron. The 
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amount of iron, however, is small, and after oxidation with bleach liquor, 
is precipitated in two stages with powdered limestone. The first stage 
is an almost complete precipitation, which gives a precipitate low in 
nickel and cobalt that is returned to the blast furnace for use as iron flux; 
the second stage is iron precipitate, contaminated more or less with 
cobalt and nickel, which is used to start precipitation of a new batch, in 
some cases after adding enough sulfuric acid to redissolve the metals. 
After complete removal of iron, copper is removed by hydrogen sulfide; 
if zinc is present this will be removed at the same time. 

The solution, which now contains only cobalt, nickel, and some lime 
salts, will be treated with soda bleach to precipitate the cobalt, which 
will be settled and filtered from the nickel solution and after purification 
and burning and grinding will be ready for market. The nickel sulfate 
solution will be precipitated with lime or soda and the heavy paste of 
nickel carbonate or hydrate used in an electrolytic nickel circuit, the nickel 
being plated from the solution by using insoluble anodes. The solution, 
which becomes rapidly acid under such conditions, has its nickel content 
kept up and its acid neutralized by the use of the carbonate or hydroxide 
of nickel above mentioned. 


DISCUSSION 


Carte R. Haywarp, Cambridge, Mass.—What temperatures were 
used in the roasting of this speiss in the concentration? 


C. P. Linvitte.—I do not know. We used the temperature that 
did the business. The difference between the melting point and the 
roasting temperature of speiss is very small. I have seen furnaces run 
for a considerable time at what we thought was a correct temperature 
but the speiss came out as raw as when it went in; raising the tempera- 
ture 50° would give us a roast we did not get before. In some cases, 
a premature raising of temperature has led to disastrous results; rais- 
ing the temperature above the melting point before roasting melts 
the speiss. 

The roasting must start at the top of the furnace and progress with 
the heat, which must be high enough to start the roasting. You must not 
overheat it until the roasting is far enough along so it cannot fuse down 
and make your material like a lake. Just what that temperature is I 
do not know, but we have means of knowing when the furnace is too hot 
or too cold and the operators get to know about where the temperatures 
are to be kept. 

We regulated the roasting on a big furnace by means of thermo- 
couples on the second hearth placed above the material being roasted. 
We can regulate it very well by having the men maintain on this pyro- 
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meter a temperature between 1300° and 1400° F., I do not know what the 
temperature is down in the hearth, but it is a good strong red heat. 


Epwarp F. Kern, New York, N. Y.—A few months ago some tests 
were run on the roasting of speiss, and we had the same trouble due to 
melting, but that trouble was overcome by supplying steam during the 
roasting, which enabled complete oxidation of the speiss, which was then 
followed by the leaching. In some tests it was found, in the case of 
speiss that was high in lead, the melting occurred quite readily; whereas 
for speiss low in lead, but high in copper, iron, and nickel, there was 
no melting. 

On account of the low melting point of most speiss, it was suggested 
that the molten material be oxidized by a blast of air, similar to convert- 
ing copper matte. The concentration did not go to metal, but the 
molten material solidified, and oxidation stopped until we added silica. 
Complete elimination of arsenic was obtained, provided silica was added 
to combine with the metal oxides, and all metals were converted into 
silicates, which may be smelted for copper and marked by usual methods. 
The arsenic was collected as white oxide. 


C. P. Linvitue.—In the early days of our work, we worked with very 
high-copper material and I have roasted the same lot of speiss three or 
four times trying to eliminate arsenic and render the metals acid soluble. 
We found that with high copper, there was practically no arsenic elimina- 
tion; but when we eliminated the copper, we were able to get the arsenic 
down to about 18 per cent. There did seem to be some sort of connec- 
tion between the amount of copper present and the formation of arsenates 
in roasting. 


G. E. DatsBry, East Berlin, Conn.—Would it be possible to roast 
the raw high-copper speiss at such a temperature as to decompose all the 
sulfides and to break up all the sulfates and form oxides of all metals 
present? The oxide of nickel should be insoluble and would not leach in 
acid. The other oxides would be soluble in acids and this would be a 
method of separating nickel from other metals. The textbooks show 
that by heating sulfates at certain temperatures these sulfates decom- 
pose and form oxides. 

I roasted a nickel copper matte. The object I was trying to attain 
was making the oxide of nickel insoluble in sulfurous acid and the copper 
oxide soluble. I found that I could remove practically all of the copper 
but about 5 per cent. of the nickel went along in solution with the 
copper. 


C. P. Linvitte.—The textbooks say that nickel oxide is insoluble 
in all acids. But I have never seen any speiss roasted under the most 
severe conditions but what was pretty nearly all rendered soluble in hot 
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concentrated 66° sulfuric acid. The purer the nickel oxide the better 

the results; but straight nickel oxide is more difficult to dissolve than 

oxide mixed with copper. When we started at Perth Amboy, we were 

roasting material that contained up to 40 per cent. copper; which was why 
we studied the question of concentration by means of sulfur. The dis- 

solving of that nickel and copper from that high-copper speiss matcrial 
was a comparatively simple thing. We could do it with dilute solution, 
even with electrolyte solutions from the tank houses. When we got to 
making high-nickel speisses we had to use the 66° acid. 


a 


Artuur 8. Dwicut.—Many years ago, when some of us were running 
smelters out in Colorado, the speiss problem was a very serious one. 
Many an old smelting works in Colorado, Nevada, and elsewhere had 
accumulated a big pile of speiss alongside the slag dump. After a few 
years of experimentation and with better furnace practice, the speiss 
problem seemed to solve itself. The late August Raht used to say the best 
way to handle speiss was not to make it. The secret of controlling the 
making of speiss in the lead blast furnace was proved to be a matter of 
the adjustment of fuel and mechanical conditions of the furnace charge. 
In other words, by minimizing the reduction to just the point where it is 
sufficient to reduce the necessary iron for the sulfur and no more, the 
making of speiss could be almost entirely avoided. 

In 1898, at the plant of the Consolidated Kansas City Smelting & 
Refining Co., El Paso, Texas, there was a large collection of speiss that 
was very much in the way. After some experimentation, I found that 
it was possible to add a certain amount of that speiss to the furnace 
charge; then by reducing the fuel and substituting speiss, pound for pound, 
that speiss never showed up down below. In other words, we got rid 
of our bank of speiss, replaced that many tons of coke, and never saw 
any speiss after that. It is a matter of the regulation of fuel. But I 
do not wish to be considered as generalizing too broadly; there are 
conditions where nickel and cobalt are present and must be recovered in 
some byproduct where the making of speiss is clearly indicated and I 
dare say that is the condition that prevails at Perth Amboy. 


GC. P. Linvitie.—I think what has been said is perfectly true about 
the iron speiss, but there are different kinds of speiss. Most of the speiss 
trouble at Perth Amboy came from the people who discovered the silver 
ores of the Cobalt Camp. They sent the ores all over the United States 
and the people who smelted them got speiss, containing nickel, cobalt, 
and arsenic. 

Karu Emers, New York, N. Y.—It is probably true that in run- 
ning the lead furnaces with an open charge and relatively poorer 
reduction, some of that arsenic which otherwise would have gone into 
speiss was driven off and went out at the top of the furnaces, but when 
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the refineries commenced charging us with bad faith I began to realize 
that probably a good deal of this arsenic was more or less dissolved in 
bullion or matte. A large proportion reached the refineries and accumu- 
lated there more and more in residues as the copper went through the 
refining process. That accumulation is what the author finally had 
to treat and which came to be such a difficult problem, particularly when 
we began to receive Cobalt ores. 


E. P. Matnewson.—When I took charge of the Monterrey plant of 
M. Guggenheim’s Sons in 1897, I found an accumulation of several 
thousand tons of speiss. My predecessors had evidently decided that 
it was cheaper to put speiss on the dump than to smelt it. I, however, 
thought differently, and smelted it. The resulting bullion was shipped to 
Perth Amboy for refining. There is no difficulty in separating the iron 
from the arsenic in speiss. The iron goes into the slag, while most of 
the arsenic goes into the bullion. This is accomplished by reducing 
the percentage of fuel on the charge. I have seen arsenic sublimate 
from the surface of such molten lead bullion when heated in lead 
refining kettles. 
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Smelting Copper Concentrates in a Converter 


By F. J. Lonaworru,* Copprruiny, TEnn. 
(Birmingham Meeting, October, 1924) 


For a number of years an intensive study has been made to improve 
the blast-furnace practice at Copperhill not only as to costs but to provide 
a good grade of gas for the acid plants. This study took us back 
to the fundamentals of successful pyrite smelting; namely, a blast furnace 
working on a clean sulfide ore, free from fines, and the use of quartz high 
in silica as a flux. In 1919, the quality of the flux was improved and its 
effect on the metallurgy was very marked. To improve the practice 
further, it was necessary to work out some method of treatment for the 
sulfide fines and the siliceous and refractory ores, other than in the blast 
furnace. A series of milling tests indicated that these products could be 
successfully treated by differential flotation, and in 1922 plans were made 
and a flotation plant built. 

It was estimated that the flotation plant would deliver to the smelter 


‘40 to 50 tons of concentrates per day; the problem was what to do with 


these concentrates. It was out of the question to attempt to smelt them 
in a blast furnace because of the dust losses and because our practice 
demands a charge free from fines for satisfactory operation. There is no 
custom smelter in the vicinity to which concentrates may be sold, pending 
the time when the tonnage will be sufficient to warrant roasters and a 
reverbatory furnace. Sintering and nodulizing were investigated but 
neither method fitted into our scheme of metallurgy. 

A close study of the converter practice was then made to see if some 
method could not be evolved to smelt this tonnage of concentrates in a 
converter without preliminary treatment. At that time, the converter 
installation consisted of two 12-ft. Great Falls converters, which were 
handling 12 to 14 per cent. matte. The heat balance of the converters 
working with 12 to 14 per cent. matte was more than sufficient to smelt 
the contemplated tonnage of concentrates but the mechanical difficulties 


of feeding fines into the Great Falls converter made the use of this type of 


converter impractical. 
While there was no opportunity to experiment with the Pierce-Smith 


converter, equipped with a Garr gun, theoretically it seemed practical 


* General Superintendent, ‘ Tennessee Copper Co. 
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to handle concentrates in this type of converter. By means of the Garr — 
gun, the concentrates would be sprayed evenly over the bath of matte 
with the converter blowing, thereby avoiding the bumping, frothing and 
explosions that occur when such material is charged by the boat load 
through the mouth of the converter, when it is turned down. What the 
dust loss might be was unknown but it was thought that the converter 
would act as an effectual scrubber and the fines would sinter in passing 
through the zone of intense heat and could be settled out in adequate 
chambers and reclaimed. 

Accordingly, a 25-ft., 12-ft. diameter Pierce-Smith converter was 
installed and put in operation on Feb. 1, 1923. This converter is 
equipped with a close fitting hood and the draft is just sufficient to keep 
the converter from smoking at the mouth. 

From the first, this method of treating concentrates has been a 
success; from both a mechanical and a metallurgical standpoint it has 
exceeded expectations. The cycle of operations is the same as a converter 
working on matte and flux. 

No bad effects because of charging concentrates, such as frothing, 
bumping, or boiling, have been noted. With a moisture content of 8 per 
cent., the concentrates work readily through the Garr gun without 
visible dusting. If the moisture content is much higher, it is difficult to 
keep the gun open, the charging is slow, and the material falling close to 
the gun tends to chill that end of the converter. 

The dust loss from the mouth is surprisingly low, probably less than 
from a roaster, and this dust is as readily settled and reclaimed. The 
metallurgy is excellent. For over 6 months a recovery of 96 per cent. of 
the copper from concentrates into blister has been obtained. 

At first, the concentrates were carefully mixed with the proper amount 
of flux to give the required slag but the converter will work just as well 
if the flux and concentrates are charged separately. 

At present, the concentrates are charged about 4 tons at a time, and 
then the required amount of flux is added after the melt has taken place. 
The use of concentrates benefits the operations by regulating the tempera- 
ture and aids in keeping the converter properly lined. 

The limit in capacity of the converter in terms of concentrates, has 
not been reached but approximately as high as one ton of concentrates 
has been handled for each ton of liquid matte charged and good working 
conditions have been maintained. On a few occasions the converter has 
been started with an initial charge of matte and the blow has been 
maintained for 8 hr. by the use of concentrates and flux alone. 

How wide an application this method of treating limited quantities 
of concentrates may have remains to be seen; certainly, at this place, it is 
entirely successful. 
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The following data covers the performance of the converter from 
Feb. 1, 1923, to June 1, 1924: 


Campaian No. 1—Fes. 1, 1923, To Juty 15, 1923, IncLUsIvE 


Blowing time (converter days) 


Number of blows 


Time, in minutes, to blow one ton of copper:....... 
Air used per minute, cubic feet 


Beets PLUESUTE, in POUN Hee eat oc coe es sine ee Sa ew 


Air per ton of copper, cubic feet 


Air per ton of iron, cubic feet 


ROMS TUXSUSCU.<... rit eA ee sts ae meee 


Tons of flux per ton of matte 


Tons of flux per ton of copper 


sronsrofilux per tomofirons sa-een ake. 2-660 se - 2055.5 cee 
sons ob concentrates treatedes sachyes ce -ay<te cvs rusts dian «vs s 


Copper assay of concentrates, per cent 
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Application of Pulverized Coal to Copper Refinery Furnaces 


By E. W. Sreeie,* New York, N. Y. 
(New York Meeting, February, 1925) 


IN THE copper-casting department of a modern electrolytic copper 
refinery there are two kinds of casting furnaces: the anode, for casting crude 
copper into anodes for electrolysis; the refined-copper, for casting the 
cathodes resulting from electrolysis into market shapes, such as ingots, 
wire bars, and cakes. Both furnaces are reverberatories of practically 
the same general design and are operated intermittently, putting through 
a charge normally in 24 hr. The treatment of the copper in the two 
furnaces is similar, in that oxidation followed by skimming and reduction 
(poling) is carried on in both; but in the refined-copper furnace, the work 
must be done with greater care and it is of extreme importance that not 
the slightest trace of impurity be introduced into the copper. 

The furnaces usually hold from 150 to 300 tons of molten copper, 
which constitutes the daily charge. Except in the case of furnaces in 
the Lake district, where the concentrates from native-copper ores are 
charged through the roof, the furnaces are charged through the side doors 
by charging machines similar to those used in open-hearth steel practice. 

In 1916, at the Perth Amboy plant, of the American Smelting & 
Refining Co., located at Maurer, N. J., a study was made of the possi- 
bility of firing the copper refinery furnaces with pulverized coal instead 
of by hand. The proposed method possessed obvious advantages over 
hand firing and coal was a much cheaper fuel than oil at that time. 
However, there were several objections to its use, the principal ones 
being the possibility of increasing the sulfur content of the refined copper 
and the additional slag that might be produced from the ash. The 
increase of the sulfur content of the refined copper was the more serious, 
as more than 0.002 per cent. sulfur is objectionable. Any increase of 
the slag would be expensive as the copper in this slag would have to 
pass again through the entire smelting and refining process. 

It was thought that certain modifications in operations and furnace 
conditions, which will be described later, would overcome these objections 
so the proposition was discussed with a manufacturer of coal-pulverizing 
equipment. He was uncertain concerning the use of pulverized coal 


* Engineer, American Smelting & Refining Co. 
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under these conditions and suggested that a test be made, offering the 
use of a pulverizer for this purpose. Inasmuch as the cost of pulverizing 
and delivering coal to the furnace promised to be considerably less than 
the labor involved in hand firing, it was decided to make such a test. 
The furnace selected for the trial had a hearth 15 by 40 ft., and held 
350,000 Ib. of copper. It was a refined-copper furnace, producing high- 
conductivity wire bars, therefore, if the application succeeded, there 
would be no difficulty in applying the new fuel to the anode furnaces. 


EquiepMENT UsEep IN Test RUN 


During the fall of 1916, a screen-type pulverizer was installed and 
pulverized coal was delivered to a small steel bin near the furnace. Vari- 
able-speed screw feeders delivered coal from this bin to the burners in 
the conventional manner. Unfortunately, there was not sufficient room 
near the furnace building for all the necessary equipment, therefore the 
coal was crushed and dried in another part of the plant, using a small 
dryer that was available. It was thus necessary to deliver the crushed 
dried coal in bags, a carload at a time. Considerable difficulty was experi- 
enced during the operation of the furnace, as the result of delays in 
delivery and poor condition of the coal, which had absorbed moisture 
en route. 


ReEsuuts oF Test Run 


The results of the test run were interesting and favorable. In 
general, it was found that the solution of the high-sulfur and excess- 
slag problems was possible. The furnace had been provided with oil- 
burning equipment, but this was needed only when the coal supply 
ran short. 

In December, 1916, the test run was started. Little trouble was 
experienced in starting up and fourteen charges were run through using 
pulverized coal. Although the fuel ratio was high (350 Ib. per ton 
copper) and the time was slow, good copper was produced. In view of 
the trouble experienced in obtaining a steady supply of well-prepared 
pulverized coal and considering the experimental nature of the test, the 
results were promising. 

Several different positions of the burners were tried. It was at first 
considered necessary to utilize the old firebox as a combustion chamber 
for the pulverized coal so as to trap as much ash as possible and to provide 
combustion space before the flame should strike the eold copper at 
the start. It was at once found that best results were obtained with the 
burners moved up to the old bridge wall, using a short flame in the 
chamber available at the start of a heat, and gradually increasing the rate 
of firing as the temperature of the furnace was increased. 
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CoMBUSTION SFACE AVAILABLE 


The burners were at one time applied through the end wall of the 
old firebox; this produced excessive heat in the firebox and over the 
bridge wall but not enough heat where it was needed in the furnace. 
The burners were then moved about 6 ft. closer and applied directly over 
the old bridge wall, the results were then much better; in this position 
the distance from the tip of the burnér to the pile of copper in the fur- 
nace was approximately 8 ft. Combustion space available was roughly 
8 by 10 by 5 ft., or 400 cu. ft. 

As the rate of firing must be cut down to accommodate the charging- 
machine operator, there was perhaps no advantage in having a large 
combustion space when starting to melt. As soon as charging was com- 
pleted and the doors were closed, the copper near the burners was partly 
melted down, thus providing more combustion space and permitting a 
considerable increase in the firing rate. This rate was increased at 
intervals of about 15 min. until a maximum was reached, when about 
75 per cent. of the cubical contents of the furnace was available as com- 
bustion space. The volume of the furnace above the bath line was 
roughly 2400 cu. ft., 75 per cent. of this is 1800 cu. ft. Firing at the 
rate of 67 lb. coal per minute gives 1800 + 67 = 27 cu. ft. of combustion 
space per pound of coal burned per minute, which is satisfactory. 

There is no question but that the ideal furnace for doing this work 
would be somewhat different from any of the furnaces used at Perth 
Amboy, and development work in this regard is yet to be done. Better 
results could be expected if more combustion space were provided at 
the start of the melting. <A distance of 10 to 12 ft. from burner to charge 
would be desirable. Another improvement would be to increase the 
height of the furnace, leaving 2 to 3 ft. of open space above the charge 
to provide for escape of the products of combustion instead of about 1 ft. 
as at Perth Amboy. : 

The conventional constriction at the verb is not necessary when 
firing with pulverized coal; in fact, a large area at the verb should be 
provided to lessen the draft-choking effect. 


PULVERIZED-COAL PLANT INSTALLATION 


In the spring of 1917, it was decided to proceed with the application 
of pulverized coal to the copper-casting furnaces, as there was a chance to 
make a large saving in labor. The necessary equipment was purchased 
and installed in a building put up for the purpose. In January, 1918, 
the largest anode furnace, the one nearest the coal plant, was equipped 
to use pulverized coal. It had a hearth 15 by 45 ft., holding 200 tons . 
of copper. The results were encouraging from the start. In 20 days 
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the furnace handled twenty charges averaging 185 tons of copper per 
charge. The coal consumption was slightly less than 200 Ib. per ton of 
copper produced. A few days later, a trial was made to determine the 
possible speed; eight charges were cast in seven days, which averaged 
175 tons each. The coal consumption was less than 200 lb. per ton of 
copper produced. 

These records were made under test conditions, the burners were 
handled by the department superintendent, and every effort was made to 
produce the best. results. Thus they are comparable to test runs using 
oil when this work has been done with less than 20 gal. of oil per ton of 
copper produced. In ordinary operation, the oil consumption varies 
between 22 and 27 gal. per ton of copper, 25 gal. being about the average 
figure. With hand firing, the coal consumption was about 250 Ib. per 
ton of copper and six charges cast in seven days was good practice. 


CYCLE OF OPERATION 


The various steps in the cycle of treatment of crude or refined copper 
in a copper-refining furnace are as follows: 

1. After charging, the copper is melted as quickly as possible. 

2. When the charge is melted, it is oxidized by blowing air through 
the bath or flapping with a rabble. This is called “‘blowing down”’ or 
“‘niping;” the purpose is to oxidize the impurities (mainly sulfur) so 
that they are volatilized or removed with the slag as oxides. 

3. Skimming the slag off the surface of the bath. 

4, Poling the copper to reduce the oxygen content. In this operation, 
green poles, up to 10 in. diameter, are forced down into the copper bath 
until test buttons, analysis, or microscopic examination show that the 
excess oxygen has been removed. 

5. Tapping the copper from the furnace and pouring into molds. 
During this period, proper temperature and atmospheric conditions 
must be carefully maintained. 

It is desirable to complete these operations in 24 hr., somewhat as 
follows: Charging time 214 hr., melting 8 hr., blowing and skimming 4 
hr., poling 314 hr., tapping 6 hr. 


ProPER FURNACE CONDITIONS AND FrrRiInc OPERATIONS 


To meet the objections to firing these furnaces with pulverized coal 
provisions were made at the beginning to provide finer coal than is 
generally used. Experience demonstrated that this was advisable 
especially during the poling and tapping period. It was reasoned that 
if the particles of coal containing sulfur were fine enough the sulfur would 
be completely oxidized and pass out of the stack with the other gases. 
It was also thought that with finer grinding a larger percentage of the ash 
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. would be carried through the furnace and out the stack. From experi- 
ence, it is estimated that under proper draft conditions at least 50 per 
cent. of the ash is carried out of the stack and there is reason to believe 
that with fairly fine bituminous coal the particles break up, when sub- 
jected to the flame temperature, into extremely fine fragments, most of 
the resulting ash particles being so small that after passing out of the 

stack they will float in the air for indefinite periods, perhaps until brought 

down by rainfall. 

Experience at Perth Amboy, covering a. period of over a year, 
showed that some of the conditions necessary to the successful operation 
of copper-refining furnaces with pulverized coal are: 

Sufficient draft and an oxidizing flame during the melting period. 

A dependable supply of pulverized coal, which is delivered to the 
burners under positive and accurate control. 

Properly designed burners with an ample supply of air at a suitable 
pressure. 

A good grade of bituminous coal ground to the proper degree of 
fineness. 


Good Draft through Furnace Must Be Maintained 


This involves the areas of the reverberatory end, uptake, flue, gas 
passes through the waste-heat boiler, and the diameter and height of 
the stack. Lack of draft retards the operations, the copper is fouled, and 
resultant fuel consumption is excessive. A draft of about 0.2 in. of water 
in the furnace uptake should be maintained and a velocity of about 
2000 ft. per min. through the flues is advisable. Experience has shown 
that it is necessary to increase the area of gas passages when firing with 
pulverized coal. Various reasons have been advanced for this. In the 
case of hand firing, the furnace has been speeded up by increasing the 
firing rate. In comparison with oil, it is probably necessary to use a 
larger proportion of air when burning pulverized coal in order to secure 
quick and complete combustion. 

An oxidizing flame is desirable during the melting stage. It should 
be possible, by providing such a flame, to decrease materially the time 
required in oxidizing, or blowing down, a charge of copper. This was 
proved to be true at Perth Amboy but generally it was not possible to 
provide a highly oxidizing flame there because of restricted flue areas. 
Interference with building roof trusses etc. made it practically impossible 
to increase the flue dimensions, therefore it was necessary to decrease 
the fuel feed instead of increasing the air supply when an attempt was 
made to produce an oxidizing atmosphere. This resulted in decreased 
temperature, slower melting speed, and, in the end, an excessive fuel 
consumption per ton of copper melted. With the Orsat apparatus, it 
was common to find 17 per cent. COz + SO: in the gases and only a 
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trace of oxygen, It is desirable to have 2 to 4 per cent. oxygen in the 
uptake gases. 

An approximation of the volume of gas to be handled from the furnace 
is as follows: 

Furnace capacity, 200 tons copper. 

Fuel required, 200 Ib. per ton copper; of this amount about 70 per 
cent. is burned during the melting period of say, 7 hr. 

Temperature of exit gases, 2000° F’. 

Air required at 70° F. to burn 1 Ib. of coal is, including necessary 
excess to provide an oxidizing flame, about 175 cu. ft. 

Total fuel consumption for charge would be 200 & 200 = 40,000 Ib.; 
70 per cent. X 40,000 + 7 hr. = 4000 lb. per hr. or 67 lb. per min. 
maximum rate 

67 X 175 = 11,725 cu. ft. per min. of air required at 70°F. 

The temperature of the exit gases is about 2000° F. At this tempera- 
ture, the resulting volume will be 54,400 cu. ft. per min. At a velocity of 
2000 ft. per min., the uptake and flue area should be 27.2 sq. ft., which 
is 60 per cent. larger than the areas at Perth Amboy. 

The ash problem is also closely related to the draft problem. Prob- 
ably at least 50 per cent. of the ash is carried out of the stack when con- 
ditions are normal; not over 25 per cent. stays in the furnace. This 
contains silica, which forms a copper silicate and is skimmed off with the 
slag. The sulfur in the coal that enters as pyrites is probably oxidized 
to sulfur dioxide and ferric oxide, the former passing out with the other 
gases and the latter entering the slag with the other inert constituents 
of the ash. The remaining 25 per cent. of the ash settles in the flue and 
boiler. This is not a large amount (800 lb. per day, using the above 
figures and 8 per cent. ash in the coal); but if some of it fuses in the flue, 
it is difficult to remove and soon chokes the draft and slows down the 
furnace unless removed. 

It is believed that with a uniform velocity through uptake and flue 
and a design that will eliminate eddy currents, this ash could practically 
_ all be carried into the boiler, where it would be cooled immediately and 
could be easily removed as a dust. Perhaps a better way would be to 
locate the boiler so that there would be no horizontal flue. 


Dependable Supply of Pulverized Coal 


A dependable supply of pulverized coal can be provided if the pulver- 
izing plant is correctly designed and has sufficient drying and pulverizing 
capacity. The feed of coal to the burners must be under control at all 
times. Practically all the difficulties encountered at Perth Amboy were 
the result of irregular feeding. 

The records made on the first furnace fired, after the test run, were 
never equalled as a different method of delivering the coal was adopted 
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and a regular and accurately controllable feed of coal was not obtained. 
Generally speaking, there are several factors that tend to vary the rate 
of feeding of pulverized coal. Most of these variations are unnoticeable 
in a large furnace but any variation will reduce the efficiency of operation. 
_ Practically all feeders in use will vary with a change in the moisture 
_ content of the coal. They will also feed freshly pulverized coal at a 
_ different rate than that which has stood in the bin for some time and has 
become packed. Under certain conditions, pulverized coal in a bin will 
__ partake of the nature of a liquid when it.will flow through some feeders 
_ at an excessive rate. This difficulty was encountered at Perth Amboy 
and was not entirely corrected. 


The Burners 


The burners should be so constructed as to mix thoroughly the coal 
and air before the mixture enters the furnace and they should not deliver 
at an excessive velocity. On the other hand, the velocity must always 
be sufficient to prevent the fire backing up into the burner and overheat- 
ing it. There must also be enough velocity to prevent any coal being 
deposited in the burner. 

The furnace is never allowed to cool down except for repairs and one 
burner is generally in use, turned down low, when charging is started. 
As soon as the first door (nearest the burners) is closed after charging 
this section of the furnace, the rate of firing is increased as much as pos- 
sible without interfering with the charging operation through the middle 
door. By the time the middle door is closed, the copper is beginning to 
melt near the burners and the firing rate can be again increased. When 
the third door is closed, it is often possible to top charge through the first 
door as by that time the copper there is usually flattened down. At any 
rate, within 2 hr. it is possible to open one of the doors and top charge 
the desired additional amount. 

As soon as the furnace doors are closed and sealed, the burners are 
adjusted to produce a flame extending practically the entire length of the 
furnace and, as the temperature is brought up, the rate of firing can be 
increased. Copper melts at about 1950° F., the flame temperature is 
about 3000° F., and when the copper is completely melted, it is raised to 
the desired temperature. 

Even before the copper is completely melted, blowing down operations 
are started on the molten bath. When melting is complete, the rate of 
firing is reduced and from this time, until the copper is all tapped out, 
only enough heat to replace that lost through radiation, ete. is required, 

During the tapping period, the stack damper is partly closed and it 
is necessary to maintain the temperature in the furnace at that point 
which is required for good casting work. The atmosphere in the furnace 
must be kept as nearly neutral as is consistent with proper combustion, 


particularly of sulfur. 
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Three burners were applied to each of the Perth Amboy furnaces but — 
possibly the work could have been done with two. It must be kept in 
mind, however, that during the tapping period only one burner is needed. 
If this burner is too large, it will not be possible to turn it down sufficiently 
and at the same time keep it clear of an accumulation of unburned coal 
and prevent back firing. 

During the melting period, the three burners are delivering 67 lb. of 
coal per minute (as estimated before) or 2214 lb. per min. each. Con- 
siderable air is drawn into the furnace by stack draft and the injector 
action of the burners so that not over 125 cu. ft. of air per pound of coal 
must be delivered through the burners. A 12-in. diameter burner tip 
was suitable and at this size, there is 2214 x 125 + 0.785 = 3550 ft. 
per min. maximum velocity. As coal will settle out of a stream of air 
that is moving at less than 1800 ft. per min., a burner of this size will 
not operate properly at less than half rate—choking and backfiring will 
result. Figuring as before, 70 per cent. of 40,000 lb. burned while melt- 
ing, leaves 12,000 Ib. to be burned over a period of say 16 hr. or 750 lb. 
per hr., 12.5 lb. per min., which is slightly more than half the capacity 
of one of the burners in use. 

A pressure of 2 oz. per sq. in. in the air main near the connection to 
the burner was sufficient at Perth Amboy. 


Grade of Bituminous Coal Used 


A good grade of bituminous coal should be used in firing copper-refin- 
ing furnaces. To be specific, the proximate analysis of dry coal should 
show as follows or better: Volatile matter 36 per cent.; fixed carbon 56 
per cent.; ash 8 per cent.; B.t.u. 13,000; sulfur content should not exceed 
2 per cent. For best results, the coal should be pulverized so that about 
98 per cent. will pass a standard screen of 100 mesh to the square inch and 
about 88 per cent. should pass 200 mesh. ‘The coal should be dried to 
contain not over 1 per cent. moisture; otherwise, it is more difficult to 
pulverize and feed properly. 


CoMPARISON WITH OIL 


Practically all the seaboard refineries are now firing with oil, but if the 
price of oil rises, the use of pulverized coal will no doubt be considered. 
It was demonstrated that coal can be used in firing the copper-refining 
furnaces on an equal B.t.u. basis with oil; therefore, when the cost per 
British thermal unit delivered to the furnace is less with coal than with 
oil, economy would call for the use of coal as a fuel. When coal is being 
prepared at the rate of 100 tons per day or over, the cost of this work, 
including depreciation, upkeep, labor, fuel for drying and interest on the 
money invested, is approximately one dollar per ton of coal delivered to 
the burners. The higher cost of handling ash from the flue and boiler 
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and of smelting the small additional amount of slag produced as against 
these costs when firing with oil would not exceed 50 cents per ton of 
coal burned. 

With pulverized coal, the upkeep of the furnace brickwork is generally 
less than with oil; the flame action is not so severe, the heat being more 
diffused. This is, no doubt, because the combustion of pulverized coal 
is not so nearly instantaneous as that of oil, for which reason, it is easier 
to burn oil at a wasteful rate than pulverized coal. 


PULVERIZED CoaL AT OTHER COPPER-REFINING PLANTS 


At the present time, the plants of the Michigan Smelting Co., Hough- 
ton, Mich., Calumet & Hecla Corpn., Hubbell, Mich., and Anaconda 
Co., Great Falls, Mont., are equipped to use pulverized coal on copper- 
refinery furnaces. F. I. Cairns, of the Michigan Smelting Co., states 
that the company has had no difficulty in using this fuel. The furnaces 
have been fired with pulverized coal since September, 1921. The coal 
preferred contains less than 1 per cent. sulfur and 7 per cent. ash. It is 
pulverized so that 95 per cent. will pass 100 mesh. Other data are as 
follows: Hearth area, 32 by 15 ft., 350,000 lb. per charge; coal consump- 
tion, 400 lb. per ton. Cycle of operations, charging, 4 hr.; melting, 6 
hr.; blowing down, 8 hr.; poling, 3 hr.; tapping, 6 hr. The furnaces 
are equipped with waste-heat boilers and five of them are connected to 
a 200 by 12 ft. stack. Draft at uptake while melting is 0.10 in. water; 
1 per cent. of oxygen is in the uptake gases. Concentrates of native 
copper ores are treated in the Lake district and results are not comparable 
with those obtained in electrolytic refinery furnaces. 

The Calumet & Hecla smelting works has recently completed a fine 
coal-pulverizing plant. Firing of two furnaces was started in August, 
1924. H. D. Conant states that about 10 years ago the plant began 
using pulverized coal, a small unit pulverizer being installed to make trials 
of this fuel for both melting and refining furnaces. The undertaking 
was successful from the start and the construction of the present pulveriz- 
ing plant is the outcome. The plant is using a low-ash, low-sulfur coal 
and no serious difficulty from these factors has been experienced. The 
coal is ground in air-separator mills unti] 93 per cent. passes 100 mesh. 
The full results expected have not been obtained as the company has 
delayed building a suitable melting furnace until it could form a better 
idea as to the performance of this fuel. 

Frederick Laist, of the Anaconda Copper Mining Co., states that no 
difficulties were experienced in firing the copper-refinery furnaces at the 
Great Falls Reduction Works with pulverized coal. Two furnaces were 
using this fuel from May, 1922, to September, 1923. The hearth dimen- 
sions of these furnaces are 1334 by 36 ft., and they hold 480,000 lb. 
per charge. The fuel ratio was 294 lb. coal per ton of copper produced. 
A typical cycle of operations is: Charging, 2}¢ hr.; melting, 714 hr.; 
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blowing down,.6 hr.; poling, 3 hr.; tapping, 474 hr. The furnaces are — 
equipped with waste-heat boilers and stacks 5 ft. in diameter by 142 ff, 
high. Draft at uptake, while melting, was 0.35 in. of water and approxi- 
mately 16 per cent. of CO, was in the gases. The coal was ground so 
that 80 per cent. would pass a 200-mesh screen. At present, fuel oil is 
being used at Great Falls on account of its lower price. 


CONCLUSION 


Pulverized coal can be used in copper-refinery furnaces with the 
same thermal efficiency as oil. A saving of 15 to 20 per cent. usually 
results when pulverized coal replaces hand firing, using the same grade of 
coal. Reasonable precautions are necessary for success. A bituminous 
coal containing not over 8 per cent. ash or 2 per cent. sulfur should be 
used and it should be well dried and finely pulverized. The furnace, 
flue, and stack should be proportioned so that a strong draft will be 
produced through the furnace. The feeders and burners should be 
correctly designed and the rate of burning must be controlled 
with intelligence. 

When proper conditions, as outlined herein, are attained, there is no 
question but that pulverized coal is an entirely satisfactory fuel for 
copper-refinery furnaces. 
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DISCUSSION 


Francis R. Pyne, Elizabeth, N. J——What effect has pulverized coal 
on the recovery in the waste-heat boiler installation; and what is the 
evaporation with coal burned in the pulverized form compared to the 
evaporation by the old method? 


K. W. Srerevte.—Generally speaking, you get a great deal more steam 
from the boiler when the furnace is fired with coal and oil than with 
hand-fired coal. The amount of water evaporated per ton of copper 
treated increases when you burn powdered coal. 

Francis R. Pyne.—I know you can get a much higher evaporation 
than with hand-fired coal, but with pulverized coal when half of the ash 
goes up the flue and 25 per cent. settles outside, I did not know what the 
effect would be. It is rather an important point in the expense of running 
the copper plant. 

K. P. Matuewson, New York, N. Y.—In reverberatory copper 
smelting furnaces, the amount of water evaporated in the waste-heat 
boiler can be increased up to 75 per cent. of the heat value of the fuel 
supplied to the firebox of the reverberatory; but that is not efficiency, 


because the main object of the operation is not evaporating water, but 
the smelting of ore. 
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TuE first tube-mill on the Rand was put into operation in May, 1904, 
at the Glen Deep Mine. From that time onwards, tube-mills were added 
to various plants, although little was known regarding the capacity of a 
given tube-mill when working on banket ore. Within a few years, 
however, the so-called standard size (length of shell, 22 ft. 0 in.; diameter, 
5 ft. 6 in.) was generally used until the last year or two. Practically the 
only exceptions were about 30 tube-mills having a length of 16 ft. and a 
diameter of 6 ft., and a few open-end mills of the roller-supported type. 
Most of the information obtained during the last 15 years has been 
obtained with mills of the standard dimensions. 

The adoption of the tube-mill as an accessory to the stamp mill was 
rapid; and where 3 tube-mills were working on the Rand at the end of 
1904, 244 were in use seven years later.! By 1910, good practice provided 
1 tube-mill for 20 stamps of 2000-lb. falling weight. The horsepower of 
the motors driving the tube-mills had increased from 80 to 100 and then 
to 125 at this date. Broadly speaking, current practice at that date 
aimed at a final product of which 60 per cent. was suitable for sand 
treatment and 40 per cent. for slime. The sand grading was +60 mesh, 
6 per cent.; +90 mesh, 25 per cent.; —90 mesh, 69 per cent.; and the slime 
grading +200 mesh, 2 per cent.; — 200 mesh, 98 per cent. 

It was recognized comparatively early that the tonnage of —90-mesh 
product produced by a tube-mill per 24 hr. was a convenient measure of 


* Consulting Engineer, Anglo American Corpn. of South Africa, Ltd. 

+ Consulting Mechanical Engineer, Anglo American Corpn. of South Africa, 
Ltd. 

¢ Consulting Metallurgist, Anglo American Corpn. of South Africa, Ltd. 

1 W. A. Caldecott, et al.: ‘Text Book of Rand Metallurgical Practice,” 2. London, 


1912. C. Griffen & Co., Ltd. 
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relative efficiency of grinding, and this measure has been regularly used 7 
since. The battery screening used varied from 15 to 25 mesh per linear _ 
inch. Under these conditions, not more than 80 tons of —90-mesh pro- 
duct was produced per tube-mill per 24 hr. The most economical grind- 
ing, or pebble, charge was found to be irregular pieces of the banket 
ore roughly 6 or 7 in., in diameter, picked off the sorting belts, and the 
weight of the sendin charge represented from 5 to 7 per cent. of the dry 
weight of the mill feed. 


From 1910 onwards when the deep levels of the Far East Rand were — 


opened, to obtain a satisfactory extraction of the gold contents, a much 
greater degree of comminution of the ore was required. This character- 
istic became more pronounced as fresh areas were opened farther east, 
and in two of the mines, then controlled by the Consolidated Mines 
Selection Co., although situated only a few miles apart, the degree of 
comminution required to give a satisfactory extraction in the one mine 
would, in the more easterly mine, give a residue containing approximately 
double the gold content. 

Experimental work demonstrated that only by still finer grinding 
would a better extraction be obtained. This was carried out to as great 
a degree as the economic limits of the stamp-tube-mill combination 
allowed. With the development of the direct tube-milling experiment 
here described and the economic production of a one-product pulp, which 
it was found could be successfully handled in the slime and Butters 
plants, additional work was carried out to determine whether the treat- 
ment of this pulp would yield a satisfactory extraction of the gold 
content. The result of this work showed that a residue containing 
approximately 25 per cent. less gold could be obtained. 


ReEsutts OBTAINED BY INCREASING SIZE OF FEED TO TUBE-MILLS 


From 1910, or thereabouts, tube-mill practice on the Rand showed 
steady improvement. The lines followed were a regular increase in the 
size of feed, with a corresponding increase in efficiency and a consequent 
increase in the ratio of tube-mills to stamps. By 1919, when the authors 
began their practical experimental work, good current practice on the 
Rand was represented by an output of 125 to 135 tons of —90 mesh per 
tube-mill per 24 hr. The later milling plants had been designed on a 
basis of 1 tube-mill to 10 stamps, and the combined 10 stamps and 1 
tube-mill were handling approximately 200 tons per 24 hr. The finished 
product contained 80 to 86 per cent. of —90-mesh of which 55 to 68 per 
cent. would pass a 200-mesh screen. The power absorbed by the tube- 
mills had increased considerably so that it was customary to install 
motors of 150 to 175 hp. to drive them. At the discharge end of the tube- 
mill, the tendency had been to use progressively larger apertures in the 
outlet screen and to assist the discharge of material by lifting scoops, 
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which raise the material to the discharge trunnion. The usual type of © 
discharge screen was provided with 7 to 1-in. circular holes. The 
rounded pebbles passing through this screen consisted almost entirely 
of the debris of the grinding charge and represented only from 14 to 2 
per cent. of the total material fed to the mill. These discharged, or 
“reject,” pebbles were eliminated from the total tube-mill effluent by a 
small trommel at the outlet end and usually were returned to the stamp- 
mill bins. The total effluent, less the reject pebbles, was pumped to a 
sufficient elevation for primary classification in cones, the underflow 
being returned for distribution over the whole number of tubes through 
dewatering cones at each tube. The overflow of the primary cones was 


Fig. 1.—ORIGINAL FLOW SHEET AT SPRING MINES. 


led to secondary cones for classification into “sand” and ‘‘slime.” By 
this date, a proportion of 60 per cent. slime and 40 per cent. sand was 
being generally arrived at. The flow sheet shown in Fig. 1 was the 
generally accepted arrangement. 

Little doubt existed in the authors’ minds, at this date, that the gen- 
erally improved results obtained were the result, primarily, of the increase 
in the size of feed to the tube-mills. The best results were obtained by 
the use of 34-in. mesh battery screening. In some cases, where the grade 
of launders between stamp and tube-mill permitted, l-in. mesh was 
successfully used. The question naturally arose as to whether a tube- 
mill fed with 34-in. product drawn direct by screening from run-of-mine 
ore or from any form of jaw or gyratory crusher would give as good 
results as when fed through the same screen from a stamp battery. The 
proportion of fine material present in a stamp-battery product is consid- 
erably larger than that in a crushed product of the same nominal screen; 
on the other hand, the direct product from a crusher is distinctly more 
angular than a stamp-mill product, even when the latter is worked 
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with as large a screen as 34 or lin. Nothing except experiment on a large 
scale could determine the possibilities opened up. 

Experimental work of this nature is costly and apt to interfere with 
the regular routine running of producing mines, therefore all the more 
credit is due to the controllers of the Consolidated Mines Selection group 
of mines (now under the control of the Anglo American Corpn. of South 
Africa) for providing the necessary funds and encouraging full-scale exper- 
imental work to be carried out at two of the mines. As experiments 
had already shown that on the Rand steel balls as a grinding charge were 
uneconomical, because of the high cost of imported steel balls, it was 
decided to confine the experimental work entirely to tube-milling, 
using the banket pebble as a grinding charge, in accordance with exist- 
ing practice. 

The authors’ intentions were to endeavor to ascertain the limiting 
conditions of size of dry feed that could be economically handled in a 
standard tube-mill and the design of suitable means for feeding such 
material into the tube. 


EXPERIMENTAL WorK AT BRAKPAN MINES 


Experimental work was begun in September, 1919, at Brakpan 
mines. The plant consisted of a separate bin, which was filled by the 
undersize of a grizzly set, at first, to 34-in. spacing, from which the ore 
was drawn in weighed truckloads and deposited in a bin in proximity 
to a standard size tube-mill. This tube-mill was operated in an independ- 
ent closed circuit with a primary and a secondary classifying cone. The 
tonnage fed to the tube-mill was obtained by direct weighing, and the 
final product, being the overflow of the secondary cone, was regularly 
sampled for grading analysis. ‘The first difficulty encountered was to get 
the coarse dry feed with an admixture of only 30 to 35 per cent. of mois- 
ture into the tube-mill. The inlet was 9 in. in diameter in the clear, 
which was the standard size, but various forms of feed hopper, in conjunc- 
tion with different types of spiral inside the trunnion, failed to give a 
clear run of the feed without poking or other manual attention. The 
difficulty was removed by using a hopper of the type shown in Fig. 2, 
in conjunction with an inlet 12 in. in diameter in the clear. 

As the feed material (the desired proportion of grinding pebble and 
the oversize return from the classifier circuit) is fed on to the sloping back 
of the hopper, it passes directly into the tube-mill without any manual 
attention. Hoppers of this design have been successfully used in all 
recent installations. As the tonnage and grading results with 34-in. 
grizzly product showed that the authors’ anticipations were in a fair way 
of realization, the size of the feed was increased to 1-in. grizzly undersize. 
Under the latter conditions, it soon became obvious that to maintain 
a good output of —90-mesh product, it would be necessary to increase 
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_ the number and area of the holes in the discharge screen, thereby consid- 
erably increasing the daily tonnage of reject pebble. The work was 
continued, using successively larger feed with correspondingly greater 
reject tonnage, until it was demonstrated that with the undersize of 114- 
in. grizzly as feed, a grinding charge of 12 to 15 tons of pebble, and a 
reject pebble discharge of about 25 tons, a duty“ of approximately 130 to 
140 tons of —90-mesh per 24 hr. could be attained. As approximately 
40 per cent. of run-of-mine ore on the Far East Rand deep levels will 
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Fig. 2.—NEW FORM OF HOPPER FOR FEEDING TUBE-MILL. 


pass a 114-in. grizzly, it was possible to send a large proportion of run-of- 
mine ore direct to the tube-mills, which possibility was of sufficient eco- 
nomic importance to warrant further work. 

At a comparatively early stage of the work it was found that the use 
of large, angular ore fragments as the regular tube-mill feed, instead of the 
ordinary stamp-mill product, resulted in a material modification of the 
reduction process within the tube-mill. While doubtless considerable 
reduction is done by the progressive division by fracture of individual 
pieces into smaller and smaller pieces, there is clear evidence that a 
greater part than hitherto is taken by the attrition of the angular prom- 
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inences of the larger pieces. This attrition appears to effect comminu- 
tion at a rapid rate until the angularities disappear, when the resulting 
rounded pebbles become an inert constituent of the charge and, if allowed 

to accumulate, will rapidly reduce the capacity of the mill. The syste- 
matic withdrawal of these rounded pebbles on a much larger scale than 
hitherto practiced, so that they may be broken and again made angular, 

is therefore the outstanding feature of this process. 


Limitations To Use or BANKET PEBBLE AS GRINDING CHARGE 


Because of the physical difference between the banket ore of the 
central Rand and the Far East Rand deep levels, a smaller percentage 
of run-of-mine ore of suitable size and shape is available for the tube- 
mill grinding charge in the latter area. Tests carried out at the mines of 
the Anglo American group show that a maximum of 10 per cent. of run- 
of-mine ore was, in size and shape, suitable for this purpose. In practice, 
fairly effective tube-milling can be carried out with grinding charges rang- 
ing from 3 to 25 per cent. of the total feed. This wide variation con- 
notes different conditions of moisture content of the feed, rate of feed 
and corresponding grading of discharge, ratio of return oversize to 
original feed, etc. In the experimental work, it was essential to confine 
attention to results obtainable with grinding charges well within the 
limits existing for the supply of suitable pebble. This was fixed, there- 
fore, at a maximum of 20 tons per standard tube-mill per 24 hr.; the best 
results are attained at about 15 to 16 tons. 

The results obtained at this stage led to the consideration of the best 
methods of supplying ore of the required grading to the tube-mills. It 
was clear that some form of stage crushing, consisting of ordinary jaw or 
gyratory breakers, followed by rolls or disk crushers, would give a suitable 
product, as was suggested by George Denny, for use on these fields. Ina 
paper” presented to the South Africa Association of Engineers, in June, 
1906, to show the lines intended to be followed for the production of a one- 
product pulp in which the whole of the values were to be recovered by 
cyanidation G. A. and H. 8. Denny said: ‘‘The design of the new plant 
would be entirely different at almost every point from a plant . . 
erected on these fields today. The stamp battery is left out in this design, 
the principles being stage crushing and stage grinding, the cost of such 
plant being far cheaper than a stamp battery, while the efficiency has 
already been decided by work done in other countries.” 

The form of plant designed by the authors consists of only three 
stages; viz., primary breaking in gyratory or jaw crushers; tube-milling 
using large fragments of run-of-mine ore as a grinding medium; cracking 


? Rand Metallurgical Practice and Recent Innovations. Proc. South Africa 
Assn. of Eng. (1905-06) 11, 239. 
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reject pebbles in any suitable form of crusher, giving approximately a %- 
in. product. This is a much simpler series of operations than that - 
envisaged by G. A. and H. S. Denny in 1906. 
The experimental work at Brakpan showed that a line of demarcation 
could be drawn between what may be described as the old and the new 
process of tube-milling in terms of the size of feed, and that the actual 
location of the line was between feeds of —1-in. and +1-in. mesh. 
Below the line, one would expect in a standard tube-mill, working on 
_ Far East Rand ores, an actual production of 130 to 140 tons of —90- 
_ mesh product per 24 hr., with a pebble reject varying from 14 to 2 per 
cent. of the total feed. Above the line, when using a tube-mill of the same 
dimensions, in order to secure efficient grinding, the required tonnage of 
reject rises rapidly; in fact, with a —134-in. feed, it was advantageous to 
reject as much as 15 to 20 per cent. of the total feed. Under these 
latter conditions, a remarkably high percentage of —200-mesh was 
easily produced and the —90-mesh production rose to the order of 
145 to 150 tons per 24 hours. ° 

Two alternatives presented themselves; viz., two-stage crushing, 
having for its object the production of a —1-in. feed to the tubes, as an 
improvement on single-stage crushing and stamp-milling to 1-in. mesh; 
or single-stage crushing prior to tube-milling, followed by secondary . 
crushing, or rather cracking of the reject pebbles. 

It was thought that the latter alternative promised the better results. 
There was no doubt that the considerably increased fineness of the final 
product shown to be economically obtainable (z. e. in terms of horsepower- 
hours per ton of —90-mesh product), under the new process was due to 
the coarse and angular nature of the feed. The tonnage of reject pebbles 
to be crushed is appreciably less than that which would have to pass 
the secondary crushers under the first system. Further, about 3 per cent. 
of the total feed could be sorted on the reject-pebble belts and thereby 
eliminated from the second passage of the reject material through the 
plant. Having arrived at this conclusion, the question of obtaining the 
best available product from the primary crushers became one of great 
importance. It had not been the practice to make special provision for 
securing an even continuous feed to the primary crushers, therefore 
experiments were instituted to ascertain the over-all effects obtained by 
maintaining a full and continuous feed. The first experiments were made 
with jaw crushers having an hourly capacity of approximately 50 tons of 
—214-in. product. Under the conditions existing, it was not possible to 
get a bin of sufficient capacity to maintain a choked feed for more than a 
few minutes at a time; results, however, were promising. Later, when 
applied to a crusher of the gyratory type, it was soon found that the 
improvement in product was remarkable; as the wear was distributed 
more evenly over the grinding surface there was an actual economy in 


990 FINE GRINDING AND TREATMENT OF WITWATERSRAND ORES 


maintenance and although the maximum horsepower required was 
increased 20 per cent., the total power consumption remained unaltered. 


EXPERIMENTAL PLANT AT SpRING MINES 


This information having been obtained, it was decided to build a new 
experimental plant in which run-of-mine ore would be subjected to single- 
stage crushing only and then fed directly to the tube. The reject pebbles 
were to be passed directly to a secondary crusher and then fed back to the 
tube. An experimental plant on these lines was, therefore, erected at 
Springs Mines in 1920. The flow sheet shown in Fig. 3 illustrates the 
general arrangement of this plant. A set of 36 by 16-in. rolls cracked the 
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Fig. 3.—FLow SHEET OF SPRING MINES EXPERIMENTAL PLANT. 


reject pebbles. The capacity of these rolls was largely in excess of that 
required by the experiment, but they were used as they were available. 

The mill used was a standard 22 ft. 0 in. by 5 ft. 6 in., running at 28 
r.p.m. and driven by a 175-hp. motor. The inlet to the mill was 12 in. in 
diameter and the outlet was 17in. A lift with arms 4 ft. 3 in. in diameter 
raised the puip at the discharge end. The discharge screen was slotted, 
the slots being 114 in. wide and from 3 to 6 in. in length. Standard 
steel liners of local manufacture were used; their wear was quite normal. 
The power input to the mill was metered directly. 

Two results were clearly demonstrated with this plant: (1) The prac- 
ticability of direct tube-milling of a much coarser feed than had been 
attempted in a standard sized tube-mill; (2) the high efficiency, in terms 
of —90-mesh production, with this size of feed. 

During the test, the feed to the mill consisted of a mixture of headgear 
fines (undersize 134-in. grizzly product) and the oversize of the grizzly, 


which had been passed through gyratory crushers running with a 
choked feed. 


Notr.—The tube-milling process here described is subject to the following patents: 
Union of South Africa 1086 (1921); Southern Rhodesia 1746 (1922); Mexico 21814— 
1922 (1922); United States 1461977 (1923); Canada, 241888 (1924). 
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Because of the layout of the experimental plant, in relation to the 
mine plant, it was not always possible to obtain as high a proportion of 
the fine material as is actually produced from the mine, and it was often 
impossible to obtain the supply of properly crushed material so that 


i frequently an excess of oversize had to be milled. 


From April 2 to 29, 1921, inclusive, there were fed to the mill 
3,016.89 tons, and the actual running time was 489.03 hr. The average 
figures over the whole run were as follows: ° 


ons of feed pero Be mete ie 8 ea axa a Kl. b-4 istsiaiees ary, acca a 135.00 


ons OF pebbleswpem aa BY eens 6 0rags< cc ¥ ek abicai «ass wou cou L2E9O1 
otal tons perethameme cs sk cooks ie ae Ped caves eee e es 147.91 
fronss—-90-mesh perenne nan 1 Wea AS of eae. Sorina 144.32 


The production of —90 mesh per horsepower per 24 hr. (measured as input to the 
motor) was 0.834 ton. 


GRADING OF TUBE-MILL FEED 


Average Grading 


| 
WEES See +2 | +134 +136 | +134) +1.05) +0.742) +0.525 +0.263) +60-| +90-| +200-| —200- 
Te jean, | in eect leu fae | Ging | ee mesh | mesh} mesh | mesh 


cent......... 1256. 2.2) 11 Oe 6.2142) 147 | 10.5 11.0 | 12.4 1.3 1.3 2.6 


Cumulative Grading 


| | 
cent...... 14.8) 25.8 32.0] 46.2 | 60.9 71.4 | 82.4 | 94.8] 96.1 | 97.4 
| | | 


The average grading of the final pulp was +60-mesh, nil; +90-mesh, 
2.3 per cent.; +200-mesh, 35.2 per cent.; —200-mesh, 62.5 per cent. 


Notr.—The amount of —200-mesh in the final product is approximately 15 per 
cent. less than that attained in later work with Dorr classifiers. 

These samples were taken hourly and divided into shift samples 
for grading. 

The following figures relate to a six-day period when the feed to the 
tube-mill was maintained similar to that which is to be expected from a 


plant designed for direct tube-milling. 


PRonstoireedspers 24 hiaeanttess ctster irate soe se oe fed iki sot 144.18 
Tons of pebbles per 24 hr.......-0... 2. see eee cece eees 14,22 
Motalytons pen 24 Wie tee ade lero sis sh= < cie 2 oss mnie, “ie cencartcl= 158 40 
151.48 


Tons -90-mesh per 24 hr...........2-- +e essere rte recess 

The production of —90 mesh per horsepower per 24 hr. was 0.874 ton. 
Total feed of tube-mills, tons........-----se sree ec tt eee ees 883.83 
Actual running time, hours.........-+-- sees er reer eee eeeees 
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“GRADING oF TuBE-MILL Fexp ror 6-Day PERIOD 


Average Grading 


| | | | 
Mesh....... +2 | 4-134] +134) +134) +1.05| +0.742| +0.525 +0.263) +60 | +90 | +200 | —200- 
in; |, in. || in, |) in. in. in. Me) il) a2: mesh | mesh | mesh | mesh 
a te ee ee ee 
Product, per | | | | | | | | | 
CONG seine ae 0.7 | 4.2 | | 23.8 | 18.0 | 11.3 | 15.5 14.1 | 1.4 | 1.3 2.7 
| | 
eee ee eee ee eee ee 
Cumulative Grading 
l ] | | 
Product, per | | | 
sent nee: 2.8 | 7.0 |11.9| 35.7 | 53.7 | 65.0 | 80.5 | 94.6 | 96.0) 97.3 | 
| | | | | | 


The average of the final pulp was +60-mesh, 0.2 per cent.; +90- 
mesh, 4.2 per cent.; +200-mesh, 35.2 per cent.; —200-mesh, 60.4 
per cent. 

The considerable increase in tons crushed per 24 hr. in the second 
series of tests was undoubtedly due to the lower percentage of +13¢-in. 
material present in the original feed. 


CoMPARISON OF RESULTS OBTAINED BY EXPERIMENT AND IN PRACTICE 


In order to compare the foregoing results with the results obtained 
at Springs Mines under standard combined stamp-mill and tube-mill 
practice, the average results for the year 1920 are given: 


TONS OF 


Tons PER — 90-MESH 
MILLED Crnt. PRODUCED, 
PER UNIT —90- PER Horse- 
TUBE- PER MESH POWER PER 
Sramps MILLS 24 Hr. In Pup 24 Hr. 
Springs Mines results for year 1920. 10 1 200.0 88.0 0.9025 
Average results of 24 days’ trial... 1 147.9 97.6 0.834 
Average results for 6 days’ trial.... 1 158.4 95.6 0.874 


The test figures just given were obtained by the collaboration of the 
Consolidated Mines Selection Co. with the Central Mining & Investment 
Corpn. and the Johannesburg Consolidated Investment Co., every care 
being taken by the technical representatives of the groups concerned to 
secure the greatest possible accuracy. 

As already stated, the opening of the deeper level mines of the Far 
Kast Rand basin had shown that considerably finer grinding was required 
to obtain a reasonable percentage of extraction than is necessary on the 
mines of the Central Rand, but the practical limit of fine grinding from 
the point of view of over-all economy seemed to have been attained on the 
existing stamp-mill cwm tube-mill plants with a sand-slime percentage 
ratio of about 40 to 60, a point at which practice had remained for some 
years. The Springs Mines experiments at once opened the possibility 
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of economically reducing the whole output to a slime ; 2. e., at least toa 
product capable of treatment in the existing Butters filter plants. 

First a Dorr classifier was substituted for the classifying cones— this 
was the first Dorr classifier installed on the Witwatersrand mines. The 
Dorr classifier was tried because to procure a fine overflow from the classi- 
| fying cones (7. e., of the order of 65 per cent. upwards of —200-mesh) an 
| undue percentage of finished product must be returned to the circuit and 
_ at the same time the underflow is unduly high in moisture for tube-milling. 
_ After the necessary alterations and additions had been made, a pulp suit- 
_ able for direct treatment in the existing slime plant was sought. 
Altogether 18,000 tons of the one-product pulp were produced and 

treated by direct cyanidation in the slime plant, without amalgamation. 
The conclusion of the experimental work showed that the following 
results could be relied on by the new process of tube-milling: 

1. Using a tube-mill of standard dimensions with feed subjected to 
single-stage crushing only, an output of from 145 to 150 tons of —90- 
mesh per 24 hr. could be obtained, the grading of this product being: 
+60-mesh, nil; +90-mesh, 1 per cent.; +200-mesh, 27 per cent.; —200- 
mesh, 72 per cent. 

2. That this product is suitable for direct cyanidation as a slime in an 
ordinary Butters filter plant. 

3. That an over-all improvement of at least 0.20 dwt. in the final 
residue would be attained over the existing treatment, which dealt 
with 40 per cent. sand and 60 per cent. slime. 

4. That the saving in working costs would be approximately 5 pence 
per ton milled and the saving in residues at least 10 pence per ton milled. 

In view of the foregoing results and that extensions to the milling 
plant at Springs Mines were called for at this time, it was decided that 
these extensions should take the form of four standard tube-mills to be 
operated in closed circuit with Dorr classifiers, and that the new plant 
should produce a one-product pulp for direct cyanidation in the extended 
slime-Butters plant, without amalgamation. This plant was nearing 
completion in January, 1922, when the labor upheaval occurred; this was 
followed by the revolution in March. When operations at the mine were 
resumed, advantage was taken of the necessary reorganization of person- 
nel to eliminate amalgamation from the existing stamp-mill cwm tube- 
mill plant, as the experimental work had shown that amalgamation could 
be dispensed with in favor of direct cyanidation. Numerous other mines 
on the Witwatersrand decided, at the same time, to cut out the amalgama- 
tion process but, except at Springs Mines, this was effected by the use of 
corduroy blanketing laid over the existing amalgamating tables. 

The elimination of amalgamation at Springs Mines was followed by 
a slight improvement in extraction and no difficulties or drawbacks have 
been experienced in this connection during the two years or so that this 
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method has been in operation. The logical conclusion of this process — 
would be the substitution of a cyanide-solution circuit for the existing — 
water circuit for milling and slime collection, and as soon as an opportu-— 
nity is afforded, this change will be made. 

The original method of precipitation at Springs Mines was by means 
of the ordinary type of box containing zinc shavings. At the end of 
1922, this was changed to zinc-dust precipitation in Merrill presses in 
combination with the Crowe vacuum process. The savings effected by 
this are as follows: 


| | : Precipitation and 

Zino | 100 Per | HS, | Smelting Coste 
| 4 Treated 
Average for 1921 with extraction boxes.| 0.202 0.381 | 0.175 5.908 

1923 | 
VARUOT Yo ee ve ee OO. 0.478 | ete 4.745 
February. . | 0.097 | 0.457 | 0.141 | 3.926 ; 

Waal koa sot det Laon ae | 0.104: | 0.417 | 0.126 | 3.613 
Mprilist., admis eee Oe cen eee 0.107 | 0.402 | 0.111 4.265 
May... 0.086 | 0.363 | 0.071 3.237 
June 0.101 0.360 0.062 3.395 
Aji on noes Sie ne elite ome Ma aha | 0.044 | 0.340 | 0.058 4.147 
FAMOUS. cpr omic. heen et ee aac | 0.053, | 0.330 | 0.042 | 3.035 
September. newer ac.aresae en eee ce 0.054 | 0.346 | 0.036 | 2.850 
Oetobericcnbuy i dashirotants«<datercad 0.050 | 0.365'| 0.033 | 2.681 
RO vem ber wal cra eee | 0.049 | 0.360 | 0.027 | 3.286 


In Fig. 1 is shown the original layout at Springs Mines, while the 
layout of the new section of the plant is shown in Fig. 4; Fig. 5 shows the 


palit. ete ee 
Reject Pebbles to Existing Stamp Mill 
Fig. 4.—FLOW SHEET OF NEW SECTION OF SPRING MINES EXPERIMENTAL PLANT 


arrangement of feed and pebble bins, tube-mill and drive, and Dorr 
classifier. 

It will be noted that the problem of main pulp elevation is simplified 
to one of elevating slime 25 ft., or so to the slime collectors. This is 
different to the standard arrangement on the Witwatersrand, which calls 
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or the elevation of the total tube-mill effluent minus the reject pebbles 
(44 to 2 per cent. of the total feed) 60 to 70 ft. to the primary cone 
classifiers—this height is necessary to allow the primary cone underflow 
to be returned for distribution_over a row of 10 to 12 tube-mills. The 


Mechanical 
(y Haulage 


; S}UDId. alu pun puns ‘uor4Doy:sspF) au0 
Yolypwnbjouuy S\1y¥-2qn, 'sduuois buiKoys 
(JOUIWON) JUDd|g 40!-00007 jouiBLuc, yBno.yy UoI)pa¢ $501") 
3SNOH waives Now SHNVYL SUNVL 
i} 
Nig Gi ‘Sti Jenl alVid FF int SUNYL GNWS  ONUIITION INNS NOUNS SPM synys NoINIOS 
SHNVLOV3H-AQVAIS THIN THN dNVIS ail al E ‘nama a = 


sin 
INVIdSSLIH Sealine 
Uo\LouDbipwly snoysi, Butuuys jj pun Buiy|W-2qny BuiMOYS 
(JPUIWON ) uoisualx3 LOJ-900b) YBnosy) UOY2e sso) 
i 


rom" 
Fig. 5.—ARRANGEMENT OF OLD AND NEW SECTIONS oF SPRING MINES PLANT. 
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wear and tear of pumps handling such a coarse product to such elevations 
is excessive, with correspondingly high maintenance and renewal costs. 
The substitution of Dorr classifiers in closed circuit with their corre- 
sponding tube-mills for the centralized cone classification system has 
the further advantage that the individual grinding performance of each 
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tube-mill can be subjected to close and continuous supervision, an *: 
extremely important matter that is difficult of attainment with the 
usual type of plant. As shown in Fig. 5, the feed to the individual tube- 
mills is carried by a simple belt feed which may be driven at three speeds, 
the middle speed being sufficient to maintain the normal hourly tonnage 
required by the tube-mill. One of the other speeds is 10 per cent. above 
and the third 10 per cent. below this predetermined figure. The feeder 
is provided with a revolution counter and, provided the ore in the mill 
bin is properly mixed (7.e., the coarse and fine material are not unduly segre- 
gated and the chute openings supplying the feeder are maintained con- 
stant) the counted revolutions of the feeder form quite an accurate index 
of the tonnage fed. It is, of course, necessary to establish a factor for. 
multiplying the counted revolutions; this is obtained in regular practice 
by comparing the measured tonnage of slime, corrected for moisture, 
treated in the agitator tanks with the counted revolutions. This method 
enables the tonnage per tube-mill per shift to be readily ascertained with 
an accuracy of 3 to 4 per cent. 

The results for the month of June, 1923, of the four tube-mills at 
Springs Mines, working under the new process, are as follows: 


Numbenotaworkingrda Vaeeneeas ile oie a. acieracas aero 26 
Numberiof tube-mills?aancebeir este sinncle eo ees 4 

NCUDTA LC gibelambeYeM whan coos 6 Sars aku ae On ainda aoe 25.875 days 
Onna ge rMoroduced waste we eon c)es Se as «=o dees 15,260 

Tons per tube-mill per 24 hr. (calendar time)....... 146.7 

Tons per tube-mill per 24 hr. (running time)........ 147.4 


Average grading of product: -++60-mesh, nil; +90-mesh, 2.1 per cent. ; 
-+200-mesh, 26.5 per cent.; —200-mesh, 71.4 per cent. 


CoMPARATIVE FIGURES OF RESIDUES OBTAINED AT Sprincs. MINES 


A B Cc 
Dwts. PER Ton Dwts. ppR Ton Dwrts. per Ton 


ASVGTEG Os cc hieusrs te chatty seer retiene eae 0.62 

JANUATLY: «1: oeehes eee pcre selene ae arenes 0.578 0.415 
February waa. Seer esate eee 0.572 0.434 
March dis igs: ehs- ws Os BESS ree Se ee 0.574 0.404 
April. gus cjne derek levels Rae eee eee eee 0.584 0.422 
IMB. ccsue'vieeayh, srojehe Copies Seana een 0.597 0.497 
JUNG). 3.«:. 2 rte ina cee ha aerator ener 0.542 0.438 
JULY ic: 0 «sisal gee cae meee ote ees ee ae 0.579 0.452 
AUPUS ti luk cc oc.crsaokegrs claim me eee 0.588 0.483 
Deplem Der rmiee ea, omidee Meet eee 0.545 0.458 
Octoberkeyit Mr. cota See eee 0.528 0.416 
November? 0h. s. Wee 0.539 0.440 


Column A is original plant when amalgamation was practiced. 


Column B is original plant since elimination of amalgamation. 
Column C is new plant. 
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Repvuction Costs 


The new section is operated in conjunction with the old, and under 
these conditions it is impossible to allocate costs with complete accuracy. 
As the result of close consideration of the separation of costs in the two 
sections, it has been found that a saving of 5 pence per ton milled has 
been effected. 


Runnine Time 


Careful records are kept of the running time on both old and new mill- 
ing plants. Both plants are operated by the same maintenance and 
running staffs and consequently the figures disclosed by the records may 
be taken as a true index of the reliability of the two plants. 

The average running times for the period March to December, 1923, 
inclusive, are as follows: Old plant, 93.389 per cent. of the possible; new 
_ plant, 95.751 per cent. of the possible. 


TONNAGE Capacity or Tuss-Mitus In RELATION To GRADING OF 
PrRopuctT 


All work on tube-milling carried out by the authors has been confined 
to producing a product between somewhat narrow limits of grading; in 
fact the range has varied only between 97.5 per cent. of —90-mesh, 
containing 68 per cent. of —200-mesh, and 100 per cent. of --90-mesh, 
containing 77 to 80 per cent. of —200-mesh. The lower limit is about the 
coarsest product that can be really satisfactorily treated in the existing 
Butters filter plants. The upper limit represents about the finest grading 
that is economically desirable after balancing the lower value of residues 
against the increased working costs, both of course under our special 
conditions. The whole practical value of this work is dependent on the 
nature of the Far East Rand ores from the point of view of the necessity 
for finer grinding than has hitherto been the practice. No work has been 
done by the authors to ascertain the output of a tube-mill on the coarser 
degrees of product that would be desirable on other types of ore. The 
only guide to the increased output that could be expected with a coarser 
product, which has been elicited from the authors’ work, is that the per- 
centage of diminution in the amount of — 200-mesh in the finished product 
is accompanied by approximately twice that percentage increase in the 
tonnage output; ¢. g., reducing the —200-mesh content of the finished 
product from 77 to 72 per cent. (or 5 per cent.) is accompanied by 10 
per cent. additional output per 24 hours. 

Bearing in mind that the conditions of the tube-milling here described 
necessitate running a heavy return circuit, approximately 4 to 1, there is 
every reason to think that the tube-mill unit now being adopted (6 ft. 6 
in. diameter by 20 ft. long) under conditions of comparatively coarse 
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ing will be a very 


in terms of —90-mesh product, the —200-mesh content of such product 
has a vital bearing on the extraction of gold contents. The existing 
Butters filter plants set a definite upper limit to the amount of +90-mesh 
permissible; at the same time, within such limit, considerable investiga- 
tion is necessary to ascertain to what extent the Dorr classifier acts asa 
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Fic. 7.—REpDuCcTION PLANT, West Sprinas, Lrp. 
concentrator. In other words, whether the 244 per cent. of +90-mesh 


mechanically permissible is economically justified. é 
ithe siMeatul results obtained from the new section of the Springs 
Mines reduction plant resulted in the adoption of the same type a plant 
for West Springs, Ltd., this property being under the control of : e same 
group, which reached the producing stage during April, ee - a 
ways, the full benefits of compactness of plant and consequent re ue 
in labor cost, increased ease of supervision, etc. could not be obtaine ‘ 
Springs Mines in as much as a large plant was already in commission an 
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large tonnage producer. Although it is the 
ctice on the Witwatersrand to discuss relative tube-mill performance 
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the new plant had to be adapted to meet the existing topographical 
conditions and layout of the existing plant and property. At West 


Springs, however, a clear field was available; Figs. 6 and 7 give generalized 


elevations and cross-sections of the plant. 

Starting from the headgear end of the plant, the stock pile, fed by a 
36-in. conveyor on the steel cantilever, is a new feature in Rand practice. 
The usual type of headgear storage bin in these fields has a capacity of 
less than 1000 tons, which is more than doubled in the present case. 
It has been proved that this stock pile, by forming a large buffer between 
the more or less intermittent supply of ore from the mine and the reduc- 
tion plant, which is continuously operated with the exception of Sundays, 
will greatly assist in maintaining the maximum output. 

The washing plant is also somewhat unusual. The entering ore is 
thoroughly washed on a bar grizzly with 14-in. apertures. The washings 
from this grizzly are separated into three products—coarse gravel, sand, 
and slime. The coarse gravel, being thoroughly cleaned from adhering 
fines, joins the main stream to the tube-mill storage bins; the sands, hav- 
ing been leached in dewatering tanks, also join the main stream; and the 
collected slime is pumped directly to the main slime collectors. The 
object of this procedure is to obtain the maximum life of conveyor belts. 
Run-of-mine ore in these fields contains an unusually high percentage of 
fines and, as a result of the extremely liberal use of water in underground 
faces, is a most destructive material from the point of view of belt main- 
tenance; in any case, it is necessary to wash the coarse material prior 
to sorting. 

The sorting and crushing station is in such close proximity to the 
milling plant that supervision of the whole process of sorting, crushing, 
milling, and classification is greatly facilitated. As no amalgamation or 
blanketing process is practiced and as the ore is crushed in cyanide solu- 
tion, the whole gold-recovery plant is compact and is housed in one build- 
ing closely adjacent to the mill. In fact the layout is such that the chief 
reduction official, whose offices overlook the gold-recovery floor, can pass 
directly through the milling plant into the crushing and sorting plant 
under cover and on one floor level. 

The tube-mills installed at West Springs are about 30 per cent. larger 
than the standard mills, being somewhat shorter but larger in diameter; 
the dimensions are 20 ft. by 6 ft. 6.in. For test purposes, a mill of this 
size was erected and run as an integral part of the Springs Mines plant 
for some time, with the following results: 

Approximately 11,000 tons of ore was milled by this unit, the finished 
product being collected in a separate collector for measurement purposes. 
The average output per 24 hr. over the whole series of tests was 194 
tons and the maximum 208 tons, the output, of course, varying in accord- 
ance with the grading of the product. Bearing in mind that the average 
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feed, including the crushed returned reject pebbles at West Springs, is 
likely to be considerably better than at Springs Mines and that grinding 
in cyanide is likely to permit of a slightly higher grading of product, with 
correspondingly increased output of the tube-mill, it was concluded that 
eight of these units would provide ample capacity for the monthly (26 
days) output of 40,000 tons required at West Springs. 

Up to the present, all the experimental work has been carried out with 


tube-mill liners of the Osborne bar type. _This type has emerged, after . 


many years of experience, as an effective and economical liner for a tube- 
_ mill handling stamp-mill pulp. It remains to be seen whether liners of a 
_ radically different type may not come into use for tube-mills handling a 
coarse dry feed. One or two new types are already in service at neighbor- 
ing mines, and apparently give promising results as tonnage producers. 
Of course a mere increase of tonnage regardless of grading is easily 
obtained with the older type, but there is no doubt that the new process 
has opened a new field for liner experimentation. 

By far the larger number of mills on the Rand are driven by a single- 
reduction countershaft belt-driven from the motor; in the Springs Mines 
and West Springs practice, a single-reduction enclosed gear with forced 
lubrication has replaced the belt drive. A considerable economy in 
power, floor space, and maintenance has resulted from this change. 


CAPITAL EXPENDITURE 


Appended is the original estimate of the capital cost of the plant to 
deal with 40,000 tons per month (of 26 days), together with certain basic 
rates on which the estimate was framed; the completion of the plant 
shows that this estimate has been closely adhered to. At a capacity of 
40,000 tons per month, the cost of the plant is £6.17 per ton milled per 
month. The plant having been designed in all respects for ease of 
extension, any improvement in the daily tonnage of the existing tube- 
mills, up to an additional 10,000 tons per month, could be handled by the 
remainder of the plant without additional capital cost. It remains to 
be seen whether the new type of liner referred to will increase the capacity 
of the plant and, if so, to what extent. Should the existing eight tube- 
mills, some time later, reach a capacity of 50,000 tons per month, the 
capital cost of the plant per ton milled per month would then be a 
little under £5. When the condition of the mine warrants this increased 
tonnage, the authors will have attained a figure of capital cost which 
is better than that pertaining to the best of the large milling plants 
built on the Rand prior to the War, with the added advantage of consid- 
erably reduced running costs and, as far as the deep levels of the Far 
East Rand basin are concerned, an improved extraction amounting to 
the difference between 93.25 and 95.50 per cent. 
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For the sake of comparison, a careful analysis has been made of the 
capital cost of the Brakpan Mines plant, erected by the same parent — 
group in 1909-1910 which, at the date of its going into service, was 
regarded as approaching the best in current practice. It has been 
necessary to re-price all the major items on the scale existing today; the 
result shows that today’s cost of this plant would be £8.34 per ton milled 
per month. 

In so far as the ordinary metallurgical results still arrived at by 
existing plants are concerned, it is difficult to see where the original 
Brakpan design should be seriously modified. 

At present, the following monthly tonnages are being milled by this 


process: 
. Tons Tons 
Springs Mines) ty weer rere ee ee es 35,000 
W est: Springs tccieas asc Wee Ie: Dee eae 40,000 


INew State. A reas sane eet eer eee cks orale Fur cen ie 65,000 140,000 


Extensions are being carried out at 


Brakepam aii Gs we cjemn aes meee ean oars = Sveks cca ps eras 12,000 
Wiest OD Tilo aa cte tet Pee ee Ws Cray trey ee clean sin ods aves 10,000 22,000 | 
In addition to the above, an extension to one of the central 
Rand plants is contemplated having a capacity of......... 30,000 
A new plant on the Far East Rand is now being designed to 
WEN AYG NYO oesisthocn th as Goetd OOS MCCS EAS ACER ERE EI CTS re 50,000 


So that in the near future the total monthly tonnage being 
milled on these fields by this process will be approximately. . 242,000 


The tonnage crushed and treated at West Springs during the 25 work- 
ing days of the month of June, 1924, was 35,740 tons. The power costs 
for the month at the rate of 0.525 pence per unit, were as follows: 


, £. eH D. 

Sorting and crushing, including washing plant and 
allemain Conveyor Deluca tener etrre tien per: 73 15 0 
‘Tube; milling as. ancien cree meee ea ae 1,651 2 6 
Pulp elevating and classification................. 141 0 0 
Reject pebble handling and crushing............. 14 0 0 
Cyaniding slimeliii; Fa ita eee eee 73 8 0 
Air agitablon ct. Win derts ict eee tae ae nei eae 56 16 0 
Butters filter plantas cee eae nnn ms 165 10 0 
Brecipitationvand) recoveryae ae nr 56 16 0 
Return) solutions pumps aes 35 4 0 
£2,267 inl 6 


Thus the cost of power per ton crushed and treated is 15.22 pence. 
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Sprines, Lrp. Repucrion PLant 


Washing and screening plant.................... 
Sorting: plant Mee eee evn k ens ee ewes vi wees 
Crushing plants. gi. eeae ok 6 cw ces Seg vy 4a 
poabemilling plante-geeeee cece... kenga ccaees Shc 


Tube-millingequipment.<.t.occ5 «<0 Sener HANKS. 
‘Pebble-handlingiplanteeresecic sci. «sa Aoe Moke ots 
Waste-removall plantemsenmeninciacint cons toc terse: 
Other equipmentssaeee peace d. ete. 


Pulp-elevating: plant-2 sass. er ls..e ce, enti oe 
Classification: plates wine ee Bch orcs cc accys Selo ios 
Piping, launders, trestles and platforms........... 
DEMME nplanbe cote cee Re oA nicueve fits lalate oa 
Binidin gence creeper cc rete ae cores. 
PWanks and equipmentssese ae ete oe ool. Leiner). 
Milter; plant vaya see selec os eee Slee 
Compressed-alrplanta.. cme 270 eccoe noe aie els as 


Motors and electrical equipment................. 
Piping, launders, trestles, and platforms.......... 

. Otheriequipment-- see Sass saree eres tens 
Waste-rock and residue disposal plant.............. 
Wiaste-rock disposal ee see cto odie ee eraniers wis. 
SHMICIC 1S DOS alleen desea tier st ier Re ers ise dois ate os 
Sige C ENN nm cntva true acrn acento 
Piping, launders, trestles, and platforms.......... 
General water and solution services................ 
IBurldings yee chicky aiiteien ceria kee he onsets o. « 
IB\j Won On Gator sete tee Pe Atl ons so eeu. 
FRECOVEL VAD LOE went ees ee Osis aikewis es ectel ue si ern 
Bit din eg eereren eee ere ete cacte o estan ae= a ate oes co ci-ay 2 
Precipitavionsplanugeeranr eee ener seis: 
Smelting and clean-up plant...................-. 
Motors and electrical equipment..............--- 
Piping, launders, trestles and platforms........... 
Oplemequipmentya- serra ke cree 2 os > nes 
Electric power and light supply plant.............: 
IMainatranstOLMen stato Weert iaei a Teaelo + acl « 
Subsidiary transformer and distribution stations... 
Transmission and distribution plant.............. 


Cost per ton milled per month, £6.17 
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18,800 
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Norn.—In the event of the mine reaching a condition that warrants a monthly 
tonnage of 50,000, it is possible, as already mentioned, that this could be milled with 
the existing plant, in which case the capital cost per ton milled per month would be 
reduced to £4.94. Should such expectations not be fulfilled, the alternative would be 
the addition of two tube-mills to the milling plant at a cost of £15,000. This would 
give a figure of £5.24 per ton milled per month. 

Costs are based on the following data: 


EXCAV A GIONS He seven oars elem ote ip tess erie ouaicrstche 1/9d. per cu. yd. 
Concretesnplaces sce se erceweri mes es 42/—- per cu. yd. 

Steel tanks (second hand)................ £18.13.6. per ton erected 
Steel structural work (new)...... est ee £31.0.0. per ton erected 
EDiTh DAD aiciee etal Heke wae oneteravs takers edces. 0g bdc 5/7d. per cubic foot 
Average rate of European wages........-. 24/- per day 

Average rate of native wages............. 2/—- per day 


OpEeRATING REsuLts AT West Sprines Miz 


The plant was started up in April, 1924, and went into full commission 
the following month without any difficulties being encountered. After 
a few months’ operation, it was evident that the eight tube-mills installed 
were capable of handling 40,000 tons per month; as a matter of fact, in 
December the plant milled 41,050 tons. In view, however, of possi- 
bilities in respect of tonnage production, two additional tube-mills were 
installed, the first of which went into operation on Jan. 5 and the second 
on Jan. 19 of this year, thus bringing the nominal capacity of the reduc- 
tion plant up to 50,000 tons. When this figure is reached, a correspond- 
ing improvement in the costs, as given here, may be anticipated. 


Costs 


In January of this year a new system of statistical records was intro- 
duced in the mines controlled by the Anglo-American Corpn. of South 
Africa, Ltd.; as this system makes many details of working costs more 
readily accessible, the period covered by January, February, and March 
of this year has been dealt with for the purpose of this paper. For this 
period, the general operations were as follows: 


Tons hoisted from the Mines tyres ss. «cans a i eso 
Yona from development dump Wea few 02 so. oe oe ee ee OD 

Total tonnage sent to sorting and crushing station......... 167,694 
Hliminsted by soruin2,..cODS enn in mies cee ere ee 32,304 
Tons milled... 1:24 a: on oan eeeetaee en eet ton. ee eee aL) 
Tons treated... 95025 oe Meee ate Bae SOs on ee 135,861 
Average reduction cost per ton milled over period.......... 3/6.480d. 


*On May 13, 1925, Messrs. Davis, Willey, and Ewing presented to the South 
African Institute of Engineers a paper embodying statements of tonnage treated 
with costs at the West Springs, Ltd. mill, for January, February, and March, 1925. 
This information is added to the original paper through the courtesy of the author 
and the South African Institute of Engineers. 
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This total reduction cost is made up under the following main heads, 
each figure being the average for the period: 


Pencn 
Porung and crigmmpme. EE eee (750481 
Phbe-milling epee es. Oh. ek eee? 20,6885 
eyaniding slime Meme 52) os. cps ss. Ratios, aS 8.4518 
Butters filter plant 3.3320 
Recovery 
Precipitation sae. ek rs ue Sis Sen 1.9571 
Smelting and osmiridium recovery is 1.0375 
Lotalhed cee etsy: SE ee eesti oe acon ae 42.4800 


Sorting and Crushing.—This section begins with the transport of ore 
from the headgear bins, includes the elevation of rock to and withdrawal 
from the stock pile, and ends with the delivery of the ore into the main 
tube-mill bins, embracing also the delivery of ore from the development 
rock dump, the disposal of all waste rock and the operation of the washing 
plant. The detailed costs of this section are as follows: 


Cost Cost Cost Cost 
PER TON PER TON PER TON PER TON 
Mitiep, HaAnpDiep, Mintiep, Hanpuiep, 

PENCE PENCE Prncn Prnce 

White wages......... 0.4911 0.3946 Sundries and phthisis 

Native wages......... 2107 1e ese 693! CNArres Siero... c.: 0.1500 0.1205 
Crusher spares....... 0.6661 0.5352 Workshops.......... 0.4821 0.3874 
Conveyer belt  sus- Powere. eee. 2 1 0.0724, 1 052984 
pense account...... 0.5357 0.4305 Dump ou eis hag: 0.7982 0.6414 
Oil and grease........ 0.1446 0.1162 Washing plant....... 1.3018 1.0460 
SOU al erreurs airs 7.0481 5.6633 


Tube-milling—This section begins where the previous section ends, 
and includes the milling and classification of tube-mill pulp and delivery 
of same to the main pulp-elevating pumps; also transport, sorting and 
crushing of reject pebbles. The detailed costs of this section are as 


follows: 


Cost Cost 
PER TON PER TON 
MILLED, MILLED, 
PENCE Prnce 
White wages. . Ree ee UG WOrShODS: ...... 05. setae re ta eOOue 
ative wases.. See 09250 | Bilectric-power......7...4..7- LO2I321 
Liners suspense eecoint Rae at 1.0714 Air power. eg URL O SS: 
Tube-mill spares, castings, etc.. 1.7928 Assaying.. pee mation, Ural eee) 
Conveyor belts................ 0.2179 Return soliton? service. oe 0.1321 
Sundry stores................. 0.13857 Dorr classification and (ipesmnd 
Oil and grease, etc............. 0.3536 circuit pulp elevation..... ve 0.8750 
HorimeMen pride nics e ne rckgcys toes 0.2286 Reject pebble transport, sorting 
Blecime material. 4 = bbs) 21: 0.0571 ANG CHUS li Serene 1.4500 
EEO eed hy Ak Rae me SET re ni 0.3750 ———— 
TS ale Potala, meneame en 20" 0535 
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Cyaniding Slime.—This process begins with the main pulp pumps, 
and includes slime collection, decantation, hosing, transfer to Pachuca 
agitating tanks and main pumps to stock pulp tank, also disposal of 
tailings and maintenance of slime dams. The detailed costs of this 
section are as follows: 


Cost Cost Cost Cost 
PER TON PER TON PER TON PER TON 
MiLuLEep, TREATED, MILieD, TREATED, 
PENCE Prenca PrEncE PENCE 
White wages......... 0.8196 0.8108 Workshops.......... 0.12382 0.1219 
Native wages......... 0.3929 0.3886 Electric power....... 0.3305 0.3269 
Cyanide............. 2.9375 2.9059 Returnsolutionservice 0. 13821 0.1307 
Chemicals and assay- Main pulp pumps.... 0.3929 0.3886 
TNA es osetres © EET Cae O20321 020313) s Air ae1batOle eee 0.2071 0.2049 
Tlame..........0...... 0.5769) 0.6707 “Rand Water Board 
Lead acetate......... 0.2392 0.2367 Charges! sos 32872. L375 VLE T1SS 
Pump spares, etc..... 0.3071 0.3038 
SUUNCIHES, Sono ge means Wh PRAY 1 72els ‘Potala. soe oe 8.4518 8.3609 


Butters Filter Plant.—This section begins at the delivery into the | 
stock pulp tank and ends with the tailings discharge pumps. The 
detailed costs of this section are as follows: 


Cost Cost Cost Cost 
PER TON PER TON PER TON PER TON 
MILLED, TREATED, MILLEeD, TREATED, 

PENCE PENCE PENCE PENCE 
White wages......... 0.8696" 0.8602, Sundries.......2..... 0. 242909092402 
Native wages......... 0.3661 0.3621 Workshops.......... 0.1571 0.1555 
Chemicals and acids... 0.2393 0.2368 Electric power....... 0.9821 0.9716 
Pump spares and cast- Air agitation’... ..... + < 0.0696 0.0689 
LD O'S Seco etree tay ete 0.1964 0.1943 Assaying............ 0.1393 0.1378 

Oil and grease........ 0.0696 0.0689 

STO Geil ee cee cere ae 3.33820 3.2963 


Precipitation.—This section begins at the solution clarifying tanks, 
embraces the Crowe-Merrill zinc-dust precipitation and ends with the 
barren solution pumps. The detailed costs of this section are as follows: 


Cost PER Cost PER 
TON or TON OF 
Cost SoLuTIoNn Cost SOLUTION 
PER TON PRECIPI- PER TON PRECIPI- 
MILLeEp, TATED, MILueEp, TATED 
Prncn PrENcE PENCE PENnce 
Tons of solution precipitated = 244,418 Sundries............. 0.1268 0.0697 
White wages......... 0.4196 0.2308 Workshops.......... 0.0750 0.0412 
Native wages......... 0.0660 0.0363 Electric power....... 0.2232" 0.1227 
Zine: dust... 2.0 ss O-4964 O27 30MemASsAyMo.. ooo 0.0590 0.0324 
Filter cloth and paper 0.2250 0.1237 
Chemicals and lead INE eek OIA  akOrGil 
aAcCetaAbeH ect 0.2661 0.1463 


Smelting and Osmiridium Recovery—This section begins with the 
handling of gold zine slime from Merrill presses, covers all other opera- 
tions up to depositing the gold with the refinery authorities, and includes 
recovery of osmiridium. The detailed costs of this section are as follows: 


WILLEY AND S. E. T. EWING 1007 
Cost PER CosT ppr 
Cost pER FINE Cost pER FINE 
PER TON OvUNCE PER TON OUNCE 
Mittep, SMELTED, Mituep, SMELTED, 
Pinca NCE Prncn Prnon 
White wages......... 0.2500 0.6440 Sundries............. 0.1339 0.3450 
Native wages......... 0.0286 0.0736 Workshops.......... 0.0429 0.1104 
Sulfuric acid......... 0.1375 0.3542 Assaying and electric 
Pots and liners....... 0.2054 0.5290 DON GY ten aenatras 0.02382 0.0598 
Whemicals........... 0.1160 0.2990 
Och 3 oes 0.1000 0.2576 Otala srs cst ee il Opts}. Preys 


Subaccount.—The eight subaccounts nécessary for the building up of 
these costs are also reproduced in order to make the cost details as 


complete as possible. 


WASHING PLANT 


Hons milled. 7 1a Pere eee Bik eva cee cdi an ape 134,400 
AReee NGL: GOB PLC ee Beier He 2/21 5eve  aidins wheeled ohare RS 1.3018d. 
Cost Cost 
PER TON PER TON 
MiLLeED, MILuLeED, 
PENCE PENCE 
DNR GORWACSn ras -ee os eee Oat s70) Workshopse...5).4hae cgocanaaiOs2085 
INQTIVE WALES. 2.0. a cs nen ames 023696 Electric power secs. 0u.ccws ase 0.0465 
Conveyor spares, castings, etc... 0.2036 Rand Water Board—water...... 0.1250 
Ln. 3 ee eer iene 0.0679 
PINUTICS Re 5 «cc facie ee ee 0.0929 otal aan? Aas eee LOLS 
Main Havuitace Dump 
BDONSNWVASLC SOL tel ser eer eISrmaelte calbt)-tlinehne delat sakleeo « 82,804 
MO NSetec Tne Os eee eee ee. oy as, secre emsys fo zope et (LO, L05 
ANGI (SS ROTO Se. 1 seek ce ee HOD OO ee peer 6,650 
RO Caletonsth anc le mam sme em ere eect ete ron fate ccs sues oro 49,059 
Gostipermonphandledtem, prapaniMoema se lon tee eas eoes ool 045d. 
Cost Cost 
PER TON PER TON 
HANDLED HANDLED, 
PENCE PENcE 
amie waves es... eewOroczeoue WOrkshops.....0.5.....0....+-5'0s/2280 
NET RVGRWAr Cs meneame O20 ROWED wicis- ache ent aes aes Osl565 
BPUMATIC ETOAC oo fon y peas cya nye oe 0.1076 
Suing lat ae le Go eee Gian amare 0.2299 EO bal Rema ethers ke. ae geeOm LOL. 
ResecT PEBBLES 
MRCS RE LETTIS ON UC Caen IMEEM Insc oh ose oa 0 co et) Fe sage 33,677 
UROMIS SOT LE Ceres se rstsyets enh cisesel eo = 2,136 
GP onsterushed by diskierusherss!)..- 02... eee ene OL O41 
ons edsr. aac atte le tai FRED ee os A Re 134,400 
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Cost Cost 

PER TON PER TON 

Cost CRuSsHED Cost CRUSHED 

por Ton By Disk PER Ton By Disk 

Mi.uEp, CRusHERS, Mi.uep, CRUSHERS, 
Prncp Prncp PENCE PrEeNcE 

White wages......... 0032100213608 5 Sundries. ...0 ase 0.0411 0.1750 
Native wages......... 0.5376 2.2904 Workshops.......... 0.2071 0.8827 
Crusher spares....... 0.4554 1.9403 Electric power....... 0.0946 0.4033 

Conveyor spares...... 0.0821 0.3500 

SLOGSIU:, sevae x octtcteene 1.4500 6.1786 


Cost 
PER TON 
MILLEeD 

PENCE 
White wages....... 0.1964 
Castings ys isis eae Ay Petes bokeh ot Ce 0.0393 
Sundries)... oe re vit eras eo clan een 0.0393 
Workshops: scr ceharche cae rmea en ncseae0 GPCR els Ske Le an ets en 0.0732 
Electric: power sec c.sic reteset ora = <a ee 0.5268 
Total (3 3: 26s eee oe see aye Saye ae oe 0.8750 

Main Pune Pump 
‘Costrperston nm llecitereranre tees cree es Sein ee aoe eee 0.3929d. 
RETURN SOLUTION SERVICE 
Gostipersvomprllledammr cepts tebe crercuswteie lores ale ata he aires 0.2642d. 
Arr AGITATION 
Gostipenwonimilled.c. seme iiatts ce ncnl.« css hes s5 She UDI Sed. 
ASSAYING 

Cost pertonumillediape: eee ee te a ee oe co nu ee 0.1175d. 


All these figures are taken from the mine accounts, which are framed 
in the form given. In connection with these costs, we would draw atten- 
tion to one or two items of expenditure which are somewhat unusual: 

Rand Water Board Water.—The cost of water charged to the plant is 
is 1.8625d. per ton milled; this is because the mine has extremely limited 
sources of water at its own disposal. 

Compressed atr for pulp agitation is supplied by a separate plant, which 
is a direct charge to reduction costs. Compressed air is also used for 
other services, such as air lifts for floor drainage. The amount of air so 
used is metered and debited at cost of production. In the same way, all 
repair work that is not carried out as a direct charge against the reduction 
plant, is debited at current workshops cost. Native labor is charged at 
the current mine rate. 

Suspense Accounts.—Certain items of material, as tube-mill liners, 
conveyor belting, etc., are dealt with on a fixed basis per month; in other 
words, by means of Suspense Accounts. The amounts of these are 
calculated to meet safely the average annual expenditure of such items, 
and are considered to be on a very conservative basis. 


4 
i 
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Running Time-—During the period under review, the tube-mill plant 
ran for 97.135 per cent. of the possible running time (7. e., 144 hr. per 
week). Ordinary stoppages accounted for 2.095 per cent. of the time lost, 
and the remaining 0.770 per cent. is accounted for by failure of the main 
power supply. 

Running Staff—The number of white men émployed in the reduction 
plant is twenty-five, which includes three sectional managers, one clerk, 
one grader, and four mechanics. oe Z 

Power Consumption.—During the period under review, the consump- 
tion of electricity amounted to 27.04 kw.-hr. per ton milled, correspond- 
ing to a cost of 12.308d. per ton milled. The consumption of the electri- 
cally driven air compressors for slime agitation is, of course, included in 
the foregoing. Power for tube-milling alone amounted to 2,708,019 kw.- 
hr. The grading of the final product was 

60 +90 +200 — 200 

Nil 3.30% 23.37% 73.33% 
so that 96.7 per cent. of 134,400 tons of —90 mesh was produced for this 
figure, or 20.83 kw.-hr. per ton of —90 mesh produced. 


General Notes on Operation 


Perhaps the most essential feature of the West Springs plant is that 
it was designed with the intention of grinding all the ore much finer than is 
ordinary Rand practice, particularly on the Central Rand where, from 
the nature of the ore and type of existing plants, such fine grinding is not 
economically desirable. It is, of course, possible to grind to almost any 
degree of fineness by stamp milling only; and, with a greater degree of 
economy, by stamp-milling cum tube-milling. The production of a pulp 
of approximately the same degree of fineness as that for which the West 
Springs plant is designed has been attained in one or two plants of stand- 
ard type, but the conditions have been abnormal, inasmuch as the capa- 
city of the reduction plants have been, owing to extraneous causes, con- 
siderably in excess of the monthly tonnages available for milling. The 
authors’ experience in this connection may be summarized as follows: 

In December, 1923, and January, 1924, a two months’ test was carried out on 
the original stamp-mill-tube-mill plant at Springs Mines, Ltd. This test consisted 
in producing a pulp of the same average grading as that being produced in the new 
so-called “all sliming” section of the plant. Throughout these two months, a 
product of similar grading, resulting in a similar residue value, was produced in 


the two sections. At the end of the period a careful comparison of the costs on the 
original plant when producing this finer product, with the costs during the preceding 


four months, when the normal grading of 
+60 202 —90 


0.5t01% 8 to 10% 90 to 92% a 
was being produced, showed an increase in the cost of stamp-milling and tube-milling 
of 6.061d. per ton milled. 
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The costs now put forward will probably compare favorably with those 
pertaining to the older type of plant in spite of the considerably increased 
fineness of grinding and the capital cost involved is considerably less. 

Sorting and Crushing Plant 

As the milling process is carried out in cyanide solution, it was decided 
that a thorough preliminary alkaline wash would be desirable, so the 
washing process was made as complete as possible in order to minimize 
wear of conveyor belts. 

A year’s experience of conveyor maintenance has more than confirmed 
the view that good washing is essential to a good belt life. In the washing 


process during this period, 1340 tons of slime, with a grading analysis of 


2) ‘ : 
sees "or was eliminated and pumped direct to the slime plant for 
(0) (6) 


treatment; this quantity is 1 per cent. of the total ore milled. 

Belt Conveyors:—The automatic feeder employed on the 36-in. belt 
feeding run-of-mine ore to the stock pile, and the 36-in. conveyor feeding 
the sorting and crushing plant, has given exceedingly good results, 
because of the careful design of the chute angles and the speed of delivery 
in relation to the belt speed. These belts have each carried 585,000 tons 
of run-of-mine ore and show so few signs of wear and tear that, barring 
accidents, their life should be about three years. Throughout the 
conveyor plant, as far as possible, incoming ore is cushioned on a bed of 
fines, which the mechanical feeders provide automatically. As the 
total feed to the tube-mill bins is practically all 134-in. material and has 
been thoroughly washed, an automatic tripper is used for feeding the 
tube-mill bins instead of the more common shuttle belt. No difficulties 
of any kind have attended the use of the tripper. There appears to be a 
considerable saving in labor cost, and a good mixture of the ore in the bins 
is easily secured. The latter is an important point in a plant of 
this nature. 

The sorting and crushing plant is fed by a single automatic feeder by 
which the hourly rate of flow of run-of-mine ore into the plant can be 
closely regulated. A steady flow of ore is an important factor in the 
general capacity and efficiency of a sorting and crushing plant. A com- 
plete warning-bell system, with push buttons at all strategic points, 
together with a push-button control system operating on the no-voltage 
release of the driving motors, enables the main feeder, or any belt, to 
be stopped instantaneously from a number of points in case of accident, 
choking of chutes or other eventualities. This arrangement has many 
times prevented damage to belts and gears, and has saved its initial cost 
several times over. 

Crushing.—Crushing is carried out by two gyratory crushers of stand- 
ard type, fed from steady-head bins containing about an hour’ssupply 
of ore per crusher. This enables a continuous choke feed to be main- 
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tained, which greatly improves the product from the crushers, and the 


steady-head bins minimize the effect of temporary stoppages in the flow 
of ore through the plant. The sorted waste bins are large, and the 
bottom is formed of waste rock inside the angle of repose resting on the 
solid ground. The sorting-belt floor is hung from the roof principals 
instead of being supported by posts going down through the waste bins. 
This design is not novel, but is excellent in that it reduce the maintenance 
of bin linings to a minimum. 

Tube-milling Plant—The back-to-back arrangement of plant lends 
itself to easy and, therefore, good supervision; furthermore, ample space 
and good daylight are required in a lay-out of tube-mills and Dorr 
classifiers. The ordinary double-sided bin commonly used in back-to- 
back stamp-mill practice, does not permit of these conditions being 
satisfactorily attained. The type of bin actually adopted insures ample 
light at the head, or feed, end of the tube-mills, and permits the tubes on 
opposite sides of the building to be staggered on 30-ft. centers, thus giving 
ample space and daylight, at the same time allowing the bins to be self- 
emptying. The ordinary type of belt drive for tube-mills has been 
replaced by enclosed single-reduction gears, the gearboxes being fitted 
with “Michell” bearings and automatic lubrication throughout. The 
wear and tear of these gears is inappreciable after 12 months’ service, and 
points to a long life. They have reduced maintenance cost greatly and 
considerably increased mechanical efficiency. With the adoption of these 
gears, all difficulties in starting tube-mils, that have been standing for 
some hours, have disappeared. In a plant that is shut down for 24 hr. 
every week, the aggregate loss of time in starting-up tube-mills 
is appreciable. 

In a closed tube-mill-Dorr-classifier circuit, it is necessary to introduce 
some device for elevating pulp from the tube-mill outlet to the classifier, 
or the classifier oversize to the tube-mill. The ordinary scoop method for 
elevating the latter product into the tube-mill was found impracticable 
because of the size of the tube-mill and classifier units used. Recourse 
was, therefore, had to supplying the necessary solution, required for 
classification, under pressure to a hydraulic jet, and thereby elevating 
the tube-mill effluent to the classifiers. This method is by no means 
perfect. The mechanical efficiency of the process is probably not more 
than 8 per cent., as refinements in the form of jet to attain better effici- 
ency mainly result in increased maintenance costs. - On the other hand, 
the device is extremely simple and effective in operation, and automati- 
cally maintains the correct ratio of dilution, which is very necessary for 
consistent classification. 

The Dorr classifiers, which are 8 ft. wide and 18 ft. 4 in. long, are 
operated at thirteen strokes per minute. The average grading of, the 
finished product of the overflow of the classifier is 


at a 
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+60 ech +200 —200 
Nil 3.30% 23.37% 73.33% 
and the average grading of the oversize return to the tube-mill 
+60 +90 +200 —200 
39.2% 33.3% 21.1% 6.4% 


the ratio of dilution in the classifier overflow being seven of solution to 
one of solids. 

The quantity of selected grinding pebble added to the tube-mills 
averages 27 tons per tube-mill per 24 hr. This quantity is about 7 tons 
higher than was anticipated from the result of experimental work on the 
same size of tube-mill carried out at Springs Mines, Ltd. The difference 
is attributable to a lack of sufficient pebbles of really suitable shape and 
size, which deficiency must be made up by the addition of pebbles of a 
slabby and, therefore, more easily fractured form. 

While the experimental work carried out with certain types of tube- 
mill liners was by no means final and conclusive, results obtained seemed 
to show that, within the very narrow limits of grading imposed by the 
necessity of obtaining a specified residue from the ore treated, no particu- 
lar advantage pertained to these liners over that obtainable with the 
ordinary Osborn bar type. It must be borne in mind, however, that with 
a wider range of grading, results might have been quite different. A 
point worth mentioning is that the increased diameter of the tube-mills 
does somewhat increase the difficulty of securely wedging the ordinary 
Osborn bar lining. A modification of the ordinary procedure quite over- 
comes this difficulty; it consists mainly in a special locking ring in the 
middle of the length of the tube-mill. 

The reject pebble to be handled in this plant is considerably more 
than that handled in ordinary practice; the total figure, for the period 
under review, is 33,677 tons. The handling of these pebbles is entirely 
automatic; they are delivered by belt to the reject-pebble sorting and 
crushing plant. The reject material is composed of approximately 50 
per cent. reef and 50 per cent. waste. The sorting of pebbles from 1 in. 
to 114 in. diameter is, of course, an expensive process per ton sorted, 
which is reflected in the cost of native labor given above under this 
head, but every ton eliminated at this point bears no further cost of 
cracking, tube-milling and treatment; also it makes room for a ton of 
new ore of the average grade of ore milled. The pebbles are cracked in 
disk crushers, the object being not so much to obtain a fine product as 
to obtain fresh angles for attrition in the tube mill. It is, of course, very 
important to keep tramp iron out of crushers of this type; this has been 
attained by a simple magnetic device. 

The average grading of this material after cracking is as follows: 

+lin. + in.$+)4in. +60mesh +90mesh +200mesh —200 mesh 

Nil 6.2% 28.1% 600% 1.9% LS oe ae 2.5% 
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Cyaniding Slime.—The finished product from the tube-mill plant is 
elevated to six slime collectors 70 ft. in diameter by 12 ft. high, with 5 ft. 
6 in. coned bottoms. The solution overflows into internal peripheral 
launders and gravitates to storage tanks for return to the tube-mill 
_ circuit, a sufficient quantity being withdrawn daily and sent to the pre- 
cipitation plant to maintain the mill circuit at a figure of approximately 
2.5 dwt. per ton of solution. In order to minimize the amount of 
pumping required for decantation of the remaining solution in the col- 
; lectors, the tanks are interconnected by 8sin. pipes placed about half- 
way up the sides. The settled slime is transferred to Pachuca air agitat- 
ing tanks in the usual way, except that separate pipelines are provided 
for filling and emptying these tanks. This is done toreduce the amount of 
_ contamination of treated pulp to a minimum. This arrangement also 
shortens the cycle time of operation. The grading of the final product 
from the tube-mill plant being somewhat coarser than that usually dealt 
with in ordinary slime and Butters filter plants, the grade of all piping 
_ carrying the final product is correspondingly increased. The average 
time of agitation is 12 hours. 
Butters Filter Plant.—This plant consists of sixteen hoppers containing 
448 leaves; the average time taken per complete cycle is under 100 min., 
made up as follows: 


@ 
é 


. MINvuTESs 
Bu eee eee, ee CR ae cS Ros sclnib sa ¥ ebro ae 8 
Makin CLONVCAKS seers eee Ce ee Soe chs ie Sees. foe oi tuo 12 to 15 
i Dirayayaabiveares <oesieg lls 24. hn lS one eee See cane 6 
Ovi eawi tl soliton ne et tee ae Fee ony. cnc se os 6 
VERTIS © Bipot 3 Bent Aiicic clad Seeltat hcah 9 dural sg 0A, A 35 
SeNeay oleae rate Wo laey opp Gees)... oe om ao EOS ORE OMe AU 
Hmph yan ereXCessisOlLULlOD ae NS re gels pac ee a Sere ee. LO 
ID Se eRe Have THORS OLUEEN TONGS A. ee oS Bits oo te Cree eon 5 


The thickness of cake varies from 1144 to 15g in. The time required 
for hosing out the residue pit and pumping to the dam varies from 45 
to 60 min. The average charge treated per cycle is 220 tons. 

Recovery.—Precipitation is carried out by the Crowe-Merrill zinc-dust 
process in three 40-frame, 54-in. filter presses. The average quantity of 
solution precipitated is 64 tons per press per hour, two presses being 
normally in operation. Presses are cleaned up twice per month and, 
after acid treatment and calcination, the gold slime is smelted in a rever- 
beratory pot furnace. The slime after acid treatment averages 35 per 
cent. gold, and after calcination 60 per cent. 

Owing to the extreme difficulty in prognosticating the extent and 
values of the occurrence of metals of the platinum group on these fields, 
it was not considered advisable to install an elaborate plant for the sole 
purpose of increasing the recovery of these metals. This view was 
strengthened by experimental work at Springs Mines in the latter part of 
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1923, which showed that an appreciable amount of osmiridium was locked - 
up in the tube-mills, and this could be recovered by a simple process of 
treatment of the tube-mill concentrates. In 1924, at Springs Mines, 
Ltd., this method yielded 260 oz. of osmiridium concentrates from a total 
of 770,000 tons milled, at a quite inappreciable cost of recovery, and 
during the three months under review West Springs actually recovered 
17.5 oz. from current milling operations. 

General.—The following figures of working results obtained in the 
treatment plant for the period under review may be of interest: 

ons treateds. scene eee ee LOO; OO 

+60 +90 +200 —200 
Nil 3: 3.50 21. 21.97 74. 74.53 


Average residue grading.............. 


Average value of residue............. 0.464 dwt. 
Average value of undissolved gold in 
residues. 5... see eee era) | Octa2idwt- 


CONSUMPTION OF STORES 


Cy anid caret ctageee cee entree ore 0.309 Ib. 100 per cent. NaCn 
per ton treated 
Sb NERS OSHS 6 Late b as RIE Oe ote 0.076 lb. per ton treated 
Dime see eee Pace eae nee 2.458 lb. per ton treated 
DSulfuricwactol emcees hm cera eerie ci 0.072 lb. per ton treated 
iEhydnechloricsacigt sate erento 0.093 lb. per ton treated 
Lead acetate. . Be Ss ..s.++--.- 0.038 Ib. per ton treated 


The grading results given a a with the exception of those for 
the disk crusher product, are obtained from the use of Locker’s standard 
screens of the following dimensions: 


APERTURES DIAMETER DIAMETER 
PER LINEAR or APERTURES, oF WIRE, 
IncH INCH IncH 
60 0.010 0.0048 
90 0.006 0.0036 
200 0.003 0.0020 


Since these notes were compiled, the results for the month of April 
have been received; these show that the tonnage milled was at the rate of 
50,000 tons for a 27-day working month, and that the total reduction 
costs amounted to 3s. 3.627d. per ton as compared with the figure of 3s. 
6.480d. for the period covered by this paper. 

In conclusion, the authors’ thanks are due to the Chairman and 
Directors of the Board of West Springs, Ltd., for their permission to put 
forward the figures and results contained in the foregoing notes. 


DISCUSSION 


Cuartes E. Locxr, Cambridge, Mass.—In this country, we have 
come to think that we should use smaller size of feed in our ball-mills. 
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I will admit that a ball-mill is not comparable to a tube-mill, as condi- 
tions may not be the same, but there we have an unusual demonstration 
of the advantage of a coarser feed. Further investigation along this 


7 line is going to lead to some valuable results. The authors have over- 


come the difficulty of this coarse feed by taking out what I would 
call the difficult lumps. It is not clear from the paper whether many 
of these difficult lumps may not be reduced portions of their 
grinding media. : f 

H. W. Harpiner, New York, N. Y.—The idea is not exactly new 
because in 1911 they used the miner to reduce the finer material. We 
proceeded three or four years using many tons, about 15 tons or nearly 


_ the same proportion of ore to grinding medium. Another thing to be 


taken into account is the hardness of the ore being ground. In South 
Africa, the transportation costs must be taken into account. They are 
also making progress in the method of using tube-mills and ball-mills 
instead of stamps. Experiments are to be conducted with 10-ft. diameter 
mills there, with the object of increasing the mass action and agitation 
which, as has been demonstrated under different circumstances, increases 
the overall efficiency. 

In 1902 or 1903, I operated tube-mills of 20 ft. in length. My next 
mill was reduced to 8 ft. in length, my next was 6 ft. in length. We got 
the same results. I think the length of a tube-mill is a question that 
might be carefully looked into. I do not like to say much about it, 
because it takes more or less of a commercial rather than a technical 
aspect but I have only given the facts as I have observed them. 


H. N. Spicer, New York, N. Y.—Since the paper was written, the 
authors have been following up that line of work and I have received the 
results of several months’ experiments on running a Dorr bowl classi- 
fier, instead of the straight classifier in closed circuit with a tube-mill. 
I have not had time to analyze these closely but they show that on a 
percentage basis the relative efficiencies work out as follows: Cone, 
100; straight Dorr classifier, 117; Dorr bowl classifier, 125. The 
authors are apparently satisfied that the extra benefits to be derived from 
the use of the bowl machine warrant its introduction, as it leads to an 
increased tonnage per grinding unit. The production of +90-mesh 
material is reduced and the smaller amount of undersize returning to 
the mill is a marked benefit. 

G. M. Brown, New York, N. Y.—While connected with a company 
operating in northern Canada, I had an opportunity to observe results 
obtained from tube-mills of different lengths. The first tube-mill 
installed was 5 ft. in diameter by 22 ft. long and was operated in closed 
circuit with a Dorr Model C duplex classifier. Later, an additional 
unit was needéd so a tube-mill 5 ft. in diameter and 16 ft. long was 
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installed and° operated in closed circuit with a Dorr Model C duplex | 
classifier. Each of the tube-mills handled the oversize product from a 
6 ft. by 22 in. Hardinge ball-mill. Each unit handled 150 tons of ore 
and the screen analysis of each classifier overflow averaged about 85 per 
cent. —200-mesh. While the 16-ft. tube-mill required less power and 
appeared to do about the same amount of work as the 22-ft. mill, it was 
noticeable that the classifier in closed circuit with the shorter mill carried 
a heavier circulating load and the mill had a greater tendency to overload. 


H. W. Harpincr.—The Anaconda Copper Mining Co. originally 
used mills 10 ft. in diameter. They reduced them to 7 ft. in diameter, 
but after about 6 years increased the diameter to 10 ft. and obtained 
considerably greater efficiency. The present capacity is fully 20 per 
cent. greater for the same power than was obtained with the long mill 
of smaller diameter. 


G. M. Brown.—I am informed that the Anaconda Copper Co. 
wished to handle a large circulating load and reduce the moisture content 
of the returned sands. They, therefore, installed a 60-in. Akins classifier 
to operate in closed circuit with one of their Hardinge mills. I under- 
stand that at certain periods this classifier handled a circulating load of 
approximately 2000 tons per 24 hr., at the same time overflowing approxi- 
mately 500. tons of finished —48-mesh material. However, the average 
operation was a circulating load of approximately 1500 tons with a 
classifier overflow of 400 tons of finished material. 


Jusiice F. Grucan, New York, N. Y.—With regard to the pebbles, 
I was much impressed with the irregular character of these masses of 
silica. They are not like the ordinary round pebbles used in crushing. 
The Rand pebbles are about 4 to 44 in. wide and from 8 to 12 in. long 
and irregular in shape. Just what effect in crushing that irregular size 
might have I do not know. 


H. N. Sprcer.—I have seen a tube-mill give out and have watched it 
being emptied. The pebbles as a whole become rounded. 


R. C. Canby, Wallingford, Conn., (written discussion).—The feeding 
of coarse ore into the tube-mill, with the resulting increased capacity, 
recalls my experience at La Luz mill, of the Montezuma Lead Co. at 
Santa Barbara, Chihuahua, Mexico in 1902 or 1903. The 6-ft. ‘““Mon- 
adnock” Chilean mills (Wellman-Seaver-Morgan Co.) had an apparent 
maximum capacity of about 30 tons upon the comparatively fine jig 
tailings. From my examination of the action of the material in the mills 
I determined to try adding, with the jig tailings, some coarse ore, and ae 
successful in adding as much again of ore passing a 2-in. ring. The 
annular feed troughs of the mills were replaced by annular troughs 
having the bottoms especially designed to allow the coarse ore to fall to 
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the vertical feed pipes, delivering the feed onto the ring die directly in 
front of the rollers. This coarse ore was fed dry directly into the annular 
mill feed troughs. By this means of adding to the 30 tons of tailings, 
_ with the conveying water, 30 additional tons of through 2-in. material, 
dry, the swash was reduced, and the pulp thickened. The coarse ore 
was a selected ore having butlittle galena sufficiently coarsely disseminated 
to have made any considerable proportion of jig concentrate. No 
coarse ore was removed from the mills, but the feed of coarse ore was 
suspended at times for brief periods if the mill showed overload. While 
this procedure did practically double the Chilean-mill capacity, it was 
not well adapted to Chilean-mill practice because of the greatly added 
screen wear, when using punched slotted screens. It convinced me quite 
fully as to the inadaptability of Chilean and Huntington mills for the 
work, to which they were so largely put in those days, and in the case of 
the Chilean mill, at least, the coarse ore performed much more of a 
function than providing easily breakable angles. 
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Determination of Dissolved Oxygen in Cyanide Solutions 


By A. J. Wernia,* Mer. E., anpD Max W. Bowen, GoLpEN, Coto. 


(New York Meeting, February, 1925) 


THE important part that dissolved oxygen plays in the cyanide treat- 
ment of gold and silver ores is commonly recognized by most metallurgists 
and mill men. But heretofore there has been no simple method on which 
the mill man could rely for determining the amount of oxygen in the 
various mill solutions. A few methods are adaptable to the laboratory, 
such as the gasometric! determination by actually measuring the oxygen, 
Winkler’s? iodometric method, and Schutzenberger’s? method, which 
depends on the reducing action of sodium hyposulfite on a blue solution of 
indigo carmine; but these are not readily adaptable to the needs of the 
mill man and cannot be applied to cyanide solutions without modifica- 
tion. The gasometric method is the most accurate but it takes too long 
to complete a determination. White’st method (a colorimetric method 
that depends on the degree of coloration imparted to a solution of pyro- 
gallic acid in the presence of caustic soda) although much more rapid 
than any of the methods named, often gives misleading results on account 
of grading of colors of different solutions, which nearly always contain 
various kinds of salts. 

The method herein described was devised for the use of the mill man, 
the aim being to develop a simple, practical, accurate method. It is a 
modification of the Schutzenberger method and depends on the reducing 


* Director of Experimental Plant, Colorado School of Mines. 

? Augustus H. Gill: Gas and Fuel Analysis for Engineers, 39. John Wiley & Son, 
New York. Hemple’s Gas Analysis, Translation by Dennis. 

C. Lunge and C. A. Kean: Technical Methods of Chemical Analysis, 1, 5, 189. 

Van Nostrand, New York. Technical Gas Analysis, Winkler and Lunge, 68-100. 

2 Jnl. Soc. of Chem. Ind., London (1889) 8, 727. 

3 Jnl. Soc. of Chem. Ind., London (1889) 8, 729. 

4 Jnl. of Chem. & Met. & Min. Soe. of 8. A. (1918). 

Edward M, Hamilton: Manual of Cyanidation, McGraw Hill Book Co. 
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ction of a sodium hydrosulfite solution on a solution of indigo blue indi- 
otin-disulfonate. The method determines oxygen accurately to tenths 
of a milligram per liter of solution or one part of oxygen in 10,000,000 
parts of solution on a 250 c.c. solution sample, with a proportionately 
ee degree of accuracy on larger amounts of solution samples. 

' 


t 
SATURATION OF OxYGEN IN SOLUTION 


In this paper, the saturation of oxygen in solution is taken as that 
“maximum quantity of oxygen which dissolves from free air,’ which is 
very much less than the quantity of oxygen that dissolves in pure water 
from an atmosphere of pure oxygen. The amount of oxygen that dis- 
solves in water depends on the atmosphere from which it is derived and, 
except in the case of hydrogen,’ this solubility is well explained by 
Dalton’s law of partial pressures of gases. Salts dissolved in the water 
also affect the oxygen solubility but, under the usual concentrations 
found in practice, this is relatively unimportant. The oxygen content of 
air-saturated water is a function of the pressure and temperature; 
Winkler’s results are shown in Fig. 1. From this chart, the saturation 
point can be quickly determined for all localities and temperatures. 


ALTITUDE-PRESSURE AND STANDARD SATURATION CURVES 


Chart A, Fig. 1, is used to determine barometric pressures at various 
altitudes; chart B is used to determine standard saturation values for 
various temperatures and pressures. In chart A, altitudes, in feet, are 
plotted on the horizontal axis and pressures, in millimeters, on the vertical 
axis. To find the pressure corresponding to a certain altitude, follow 
the elevation line downward to its intersection with the curve X then 
horizontally to the right and read the pressure. For example, if the 
elevation is 6000 ft., the 6000-ft. line is followed to its intersection O 
with the curve X then the corresponding pressure, 607 mm., is obtained 
from the right-hand side of the chart. 

In chart B, temperatures are plotted on the horizontal axis and the 
amount of oxygen, in milligrams per liter of distilled water, is plotted on 
the vertical axis; various pressure curves also are plotted, asshown. To 
find the saturation value for a certain temperature and pressure follow 
the temperature line upwards until the point corresponding to a given 
pressure is reached, then follow horizontally across to the left-hand side 
of the chart and read off the amount, in milligrams, of oxygen per liter of 


5 Winkler: Op. cit (1901) 34, 1440. 

A Dictionary of Chemical Solubilities, Inorganic, 2. 
6 Winkler: Op. cit. 24, 3609. 

A Dictionary of Chemical Solubilities, Inorganic, 635. 
7 Jnl. Soc. of Chem. Ind., London (1889) 8, 729. 
8 Reed and Guthe: College Physics, 118. 

Peele: Mining Engineers’ Handbook, 2052. 
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WwW. 
solution. For example, to determine the amount of oxygen in a solution — 
having a temperature of 59° F., at an elevation of 6000 ft. It has already 
been found that at an elevation of 6000 ft. the pressure is 607 mm.; 
therefore the 607-mm. pressure curve must be used; that is, it is necessary 
to interpolate between the 600-mm. and the 650-mm. curves. The 59° F 
line is followed to its intersection R with the 607-mm. curve, then from 
the left-hand side of the chart is read off 8 mg. of oxygen per liter. The 
same procedure is used for the various pressures, using the curve cor- 
responding to the particular pressure. For any particular plant, a 
solubility curve for that elevation should be plotted. 
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OXYGEN-SATURATED WATER OR SOLUTION 


Our standard for comparison is air-saturated water or solution. This 
is best made by placing 1 liter of water or solution in a 2-liter Winchester 
bottle and violently blowing air through it. With distilled water or pure 
tap water, 20 to 30 min. aeration will insure saturation; but with mill 
solutions that contain hydrogen, saturation can only be attained by 
aerating at least for an hour. Solutions fresh from precipitation saturate 
with great difficulty; it may take several hours aeration to wash out the 
dissolved hydrogen before complete oxygen saturation can be attained. 
After this aeration is completed, the solution should remain for 14 hr. or 
longer at a constant temperature to insure the complete elimination of 
finely disseminated undissolved air bubbles, which would otherwise inter- 
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fere. When using water for this standardization, it is well to add a little 
lime before aeration so as to produce alkalinity similar to the conditions 
found with cyanide solutions. This alkalinity does not materially affect 
_ the solubility of oxygen but is desirable so that the following procedure 
may be as near like that of cyanide solution as possible. When 
convenient, it is desirable to use distilled water. ; 


APPARATUS 


The apparatus required for this test are: *Two Winchester acid bottles 
a, b, Fig. 2, 214 liters capacity; one 250-c.c. flask c, one 50-¢.c. burette 


EEG), 2: 


d with side eonnection; one common 50-c.c. burette e; one clamp stand f 
to hold burettes in position; one 400-c.c. beaker with the 250-c.c. point 
marked on it; one special glass stirring rod, shown in Fig. 3; glass or 
lead tubing (3/¢ in.) for connections; rubber tubing for connections; one 
pinch cock g for bottom of rubber connection on burette that contains 
standard hydrosulfite solution; one container for kerosene to be used in 
the procedure. 

When setting up the apparatus, the relative position of the different 
parts shown in Fig. 2 must be closely followed. As there is a siphoning 
action from bottle a to bottle b and from bottle b to the burette d, the bot- 
tom of bottle a must be above the top of bottle 6 and also above the top 
of the burette d; also the bottom of the flask ¢ should be above top of the 
burette d, for convenience. Bottle b contains the standard solution; 
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as this standard deteriorates very rapidly, if exposed to the air, the bottle — 
must be sealed air tight. This may be done in the following manner: rd 
Place a cork—not rubber—with two holes for the tubing in the neck of — 
the bottle so that there is about 1 in. between the top of the cork and the 
top of the neck of the bottle, as shown in (a) Fig. 2. Place the tubing in 
the cork as shown, then pour melted shellac above the cork so as to fill 
the space completely. Care must be taken not to break the tubing or the 
neck of the bottle with the hot shellac; this danger may be avoided 
by having the glass perfectly dry and heating it before pouring in the | 
hot shellac. 

The bottles are filled in the following manner: Remove the connection 
x and place a cork in the top of the burette d so that no solution can over- 
flow. Place a bottle containing 214 liters of kerosene so that its bottom 
is above the top of bottle a and connect this bottle to the bottom of the 
burette d with a siphon. Open the pinch cock g and the stop-cock 7 
and allow kerosene to siphon into bottle b until it is filled. Replace the 
bottle which contained kerosene by a bottle containing the standard — 
solution of hydrosulfite. This solution should always be covered with a 
layer of kerosene; siphon the standard solution into bottle b, the kerosene 
being forced from bottle b over into bottle a automatically. As soon as 
the standard hydrosulfite solution has reached to within 1 or 2 in. of the 
top of bottle b, close both the pinch cock g and the stop-cock j. After 
the flask c has been nearly filled with kerosene, place the connection x 
in top of the burette d and seal with dry shellac dissolved in alcohol. 
Open the stop-cock j, the pinch cock g being kept closed, and allow the 
standard solution to pass into the burette d until it just enters the flask 
c; then close the stop-cock j, open the pinch cock g, and allow the standard 
solution to drain out completely; its action as a siphon will draw the 
kerosene over into the burette d. The standard solution is now drained 
off so as to eliminate any possibility of its being exposed to air and to give 
it a cover of kerosene in the burette d. Close the pinch cock g, open the 
stop-cock j, and allow the burette d to fill to the zero mark. ‘The layer of 
kerosene prevents the admission of air during this procedure. Then the 
apparatus is ready for use. Fill the burette e with the indigo disul- 
fonate solution and place a test tube or glass cover over the top to 
prevent evaporation. 


STANDARD SOLUTIONS 


A very convenient amount of standard sodium hydrosulfite solution 
is made up as follows. Fill a Winchester acid bottle, 214 liters capacity, 
with distilled water. Preferably it should be freshly distilled so as to be 
as free from oxygen as possible but this is not essential. Dissolve 5 gm. 
of sodium hydroxide in this bottle by gently revolving. When all the 
sodium hydroxide is dissolved, add 5 gm. of sodium hydrosulfite to the 
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solution and immediately place a layer of kerosene over the solution. 
When all the salts are dissolved, siphon into the bottle b for standard 
solution. The caustic soda preserves the hydrosulfite and enters into 
the reaction during titration. 
The indicator, indigotin disulfonate, is made up as follows: Place 
in a casserole 7 gm. of indigotin and add 30 c.c.tof concentrated sulfuric 
acid. Place over water bath and heat to 90° C. for 114 hr., or until all 
lumps disappear. Then dilute to 2 liters with distilled water. Neutral- 
_ ize the acidity by adding powdered limestone, small portions at a time, 
_ and allowing it to stand for a few minutes between additions, until all 
- action has ceased. Filter without washing, place in a corked bottle, and 
use as necessary in the procedure. It is convenient to dilute this solution 
_ so that 1 c.c. of the indicator is equivalent to 0.25 mg. of oxygen per liter 
of solution. This will indicate 1 gm. per liter when a solution sample of 
250 c.c. is taken for titration. 


CHEMISTRY OF THE PROCESS 


The process is based on the reducing action of sodium hydrosulfite 
on the indigo after all the oxygen in solution has been titrated and thereby 
changes the indigo blue to indigo white. As both the indigotin and — 
hydrosulfite are impure products, as produced commercially, the exact 
chemical formula for them or the equation showing the above reaction 
cannot be given absolutely; however, the following shows the nature 
of the reactions. 


Indigo blue = CieHioN202, as disulfonate = CisHsN202(SO3H)2 
Indigo white = CisHi2N2Oz, as disulfonate = CigsHio9N202(SO3H)2 


Sodium hydrosulfite = Na2S.O, (?) debatable. 


[CisH sN202(SO3H)2 + H20] — O = CigH19N202(SO3H)e 
NaeS204 + O = Na.SO3 + SO. 
or Na2S20.4 — 2Na0H ot Q = 2Na.SO3 + H.O. 


The complete reaction is: 


2Na0H +. CisHsN202(SO3H).2 = NaS2O4 = C1gH1N202(SO3H)2 + 
2NaSO3 


STANDARDIZATION OF SOLUTIONS 


Into the clean, dry, graduated 400-c.c. beaker place one drop of phenol- 
phthalein indicator and cover with a 34-in. layer of kerosene. Care 
should be used to avoid entrapping air bubbles. The oxygen-saturated 
water is now siphoned into the beaker below the kerosene. The line of 
demarcation between the kerosene and the solution is very distinct by 
the red color produced with the indicator in the alkaline water; thereby a 
close measurement of the water can be attained. When 250 c.c. of water 
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has been measured out beneath the kerosene, the alkalinity is neutral- 
ized with dilute sulfuric acid from a burette, the tip of which extends 
below the surface of the solution; 1 ¢.c. of the indigotin disulfonate 
solution is then run in beneath the kerosene. The solution is now titrated 
with the hydrosulfite solution. The tip of the burette must dip beneath 
the kerosene so that, by constant stirring with the special stirring rod 
(Fig. 3), any entry of air is avoided. The titration with hydrosulfite 
first reacts with the dissolved oxygen; as the end point is reached the 
hydrosulfite decolorizes the indigo disulfonate and the end point is yellow 
or yellowish white. When this point is reached, the burette is read and 
noted and 5 c.c. of indigo disulfonate solution is run in, all of the above — 
precautions being taken; this is again followed by titration with the 


IGs o- Fig. 4. 


hydrosulfite. This operation gives the required relationships between 
the various solutions. 

Assume that the water showed a saturation of 8 mg. per liter for the 
particular temperature and pressure, and that the titration gave 9 c.c. 
hydrosulfite standard followed by 5.5 c.c. more, after 5 c.c. of the indigotin 
disulfonate standard was added. Then 5 c.c. indigotin = 5.5 .c. hydro- 
sulfite; and 1 ¢c.c. indigotin = 1.1 ¢.c. hydrosulfite. Also, as 1 ¢.c. of the 
indigotin was used at the start, we must correct the first hydrosulfite 
titration for the 1 ¢.c. indigotin used, which is 1.1 c.e. 

The amount of hydrosulfite then consumed on the dissolved oxy- 
gen is, 9.0 c.c. — l.l cc. = 7.9¢.c. Now, 7.9 ¢.c. hydrosulfite = 8 mg. 
oxygen per liter, or 1 ¢.c. hydrosulfite = 8.0 + 7.9 = 1.01 mg. oxygen 
per liter, when 250 c.c. of the saturated water is titrated. Also, 1 c.c. 
Ll X<L-01 oleae 


indigotin disulfonate standard is equivalent to "i A 


0.28 mg. oxygen. 

The indigo disulfonate does not deteriorate and may be kept in a well- 
stoppered bottle. When once standardized, it may be used to check the 
standard hydrosulfite solution instead of making up aerated water. In 


this. case, sufficient water should be added to the indigo-disulfonate 
_ solution until 1 ¢.c. exactly equals 0.25 mg. oxygen. 
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TITRATION oF Miu Sotutions 


; When once the hydrosulfite and indigotin-disulfonate solutions are 
standardized, the procedure with routine solution titrations is simple. 
The solution is siphoned over beneath the kerosene into the 400-c.e. 
beaker until 250 c.c. is obtained, the alkalinity is then neutralized with 
dilute sulfuric acid, 1 c.c. or less of indigotin disulfonate is added as an 
indicator, and titration is completed with the hydrosulfite. Following 
this, the necessary correction is made for the indicator and the result is 
converted to milligrams of oxygen per liter of solution, or per cent. 
saturation as may be desired. The kerosene may be used several times 
by pouring the contents of the beaker into a large bottle, after titration, 
then siphoning off the kerosene for reuse after sufficient accumulation. 


PRECAUTIONS 


After the aeration of the solution in the standardization process, suffi- 
cient time must be allowed for all entrapped air bubbles to escape before 
titration or the end point will ‘“‘go back”’ rapidly and erroneous results 
are obtained. 

When stirring the solution during titration, care must be taken not to 
introduce air into the solution. This stirring is done by revolving the 
special stirring rod between the thumb and fingers, holding it vertically. 

A cover of kerosene should always be kept over the solution. 

When mill solutions are used to standardize the hydrosulfite solution, 
care must be taken that they are thoroughly saturated as they saturate 
much more slowly than tap or distilled water. It sometimes requires 
more than an hour to saturate them completely. 

The end point in clear solutions is a slight yellow; but if solutions 
contain certain salts, or are cloudy, the end-point color may be white 
or milky, or sometimes gray. 

All connections through which the standard solution pass must be 
sealed air-tight. This is best done with shellac. 

When neutralizing the alkalinity of the solution for titration, care 
must be taken that it is just neutral to phenolphthalein. If it is too acid, 
the titration will be low; if it is too alkaline, the titration will be too high. 

Manipulation in the procedure must be as rapid as possible without 
sacrificing accuracy, for notwithstanding the cover of kerosene, there will 
be a slow absorption of oxygen through the kerosene. 

If the end point is over run, back titration can be made with the 
standard indigo disulfonate; or, if more desirable, an excess of hydro- 
sulfite solution may be run in and the excess titrated with indigo- 


disulfonate standard. 
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SAMPLING OF MILL SOLUTIONS 


Reasonably clear mill solutions are best sampled by using a bottle, 
as shown in Fig. 4. This bottle forms part of a siphon, into which a 
sample may be safely transported to the laboratory. When sampling, 
the end of the tube that reaches to the bottom of the flask is connected 
- through a pinch cock and tubing to the tank, launder, or other source of 
solutions to be tested. The tube that just reaches through the cork is 
also connected to rubber tubing and has a pinch cock. The connections 
are made as shown and the siphon started by suction. After the bottle is 
filled with solution, the apparatus is allowed to run for a while to replace 
any contaminated solutions. The pinch cocks are then closed and the 
bottle may be transported to the place for titration. : 

Pulps require settlement before the solutions can be removed for 
titrations. In this case, it is best to fill a Winchester bottle completely 
with pulp, close the bottle with its cork, and allow the whole to stand until 
the solution can be siphoned off. 

Examinations made of many operating plant solutions allow the follow- 
ing generalities: 


Ppr Cent. oF MAxIMuM 
OxyGENn SATURATION 


General circulating plant solutions....................2. 20000. 7 to 75 
JW Cahn Foye TSO) AUR LONI RE oS eye cathe aT aM sen net hs Greece ee hCr a ct 0 to 50 
Weaching-plancieiluen teres. cee nso -ceie siete. eee ere ee eee eee 0 to 50 


Crowe vaccuum operation removes as a rule, one-half of the 
oxygen contained in its feed. 

Precipitatioms Dy) amie ane ens encore chiki y Sere yy ie ee 0 

Concentrate treatment agitator solutions...................... 0 


We desire to express our appreciation to the Golden Cycle Mining & 
Reduction Co., Colorado Springs, Colo.; The Homestake Mining Co., 
Lead, 8. Dak.; The United Comstock Mines Co., Comstock, Nev.; and 
the Empire Mines at Grass Valley, Calif., for special interest and help in 
this work and to numerous other mills that have assisted in many ways 
in this undertaking. 

DISCUSSION 


A. L. Buomriretp* and M. F. Dycus, Colorado Springs, Colo. 
(written discussion).—We have found the Weinig-Bowen method, for 
the determination of oxygen in solution, of great value in the calculation 
of oxygen in mill solutions at the Golden Cycle mill. The apparatus, 
while simple in design, is both rapid and accurate. After becoming 
accustomed to the operations to be made, a determination may easily 
be made in two minutes, not including the sampling and measuring of 
the solution. To date, the oxygen determinations have been made by 
but two or three men; however, the manipulation is so simple that any 


* General Manager, Golden Cycle Mining & Reduction Co. 
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millman can learn how in a very short time and therefore be able to get 
a check on any or all solutions at any time. 

We had some difficulty with the apparatus, as first made, which calls 
for a shellac-sealed bottle, for after being used for a time (in some cases 
several weeks) the shellac softened and allowed the joint to leak. This 
was probably due to the kerosene contained in the upper portion of the 
bottle. We have remedied this by making ground-glass connections 
; throughout and mounting the whole apparatus in a stationary cabinet. 

The manipulation is the governing factor as to accuracy. After 
taking a sample into the beaker for titration, all haste should be made, 
without sacrificing accuracy, to complete the operation. If the solution 
is allowed to stand, even under a cover of kerosene, it will take up oxygen 

- quite rapidly and give fictitious results. The beaker must be thoroughly 
dry before using; also, we experienced some difficulty if kerosene was 
poured violently into beaker; this should be done very gently in order 
that there may be no possible chance to imprison tiny air bubbles under 
its layer. 

In calculating the percentage of maximum oxygen saturation, after 
making all titrations, we have found it of some advantage to use a table, 
which covers our local requirements only. The solution temperature 
varies but a few degrees in the whole plant so that the table does not need 
to cover a very wide range. It is fastened to the cabinet door and pro- 
motes speed as well as eliminating almost all chance of a misreading. 

The ore our solutions work on comes direct from the roasters. 
The solutions, therefore, take up a great many substances, some one or 
more of which have made all previously tried methods unreliable and 
inconsistent. Below is an average week’s run of some of the various 
solutions in the plant. While these vary a great deal, it is probably an 
actual change in the amount of oxygen in a particular solution rather 
than any deficiency in the apparatus, as two or more samples taken from 
the same place at the same time check very closely. 


Per Cent. or Maximum OxyGEN SATURATION 
Gold storage. High-grade solution 
before entering Crowe vacuum 


SEO ong ocoo soap anmee oes pape t 
Zinc-box feed. High-grade solution 
after passing Crowe vacuum sys- 


49.5 49.5 54.1 62.0 53.7 47.0 63.1 


: Fe 
MACHO Se CAIISS s s.c45 Se wie, die cvs eusiahet os Ay UOOs ey 
Stock tank. Low-grade solution be- 
fore entering Crowe vacuum sys- 
44,0 44.0 71.6 73.6 60.9 55.6 41.8 
Zinc-dust press feed. Low-grade 
solution after passing Crowe 
VACUUM BY SbCl. celeriac ies =) 3.5 . 
9 


Ziae-dust press tails....2..---0-%+- De 


1028 DETERMINATION OF DISSOLVED OXYGEN IN CYANIDE SOLUTIONS 


A. W. But, New York, N. Y.—There are two points that might be- 
touched on in the discussion: First, in regard to the oxygen solubility — 
curves, it should be noted that, if a very high degree of accuracy 
is wanted, the actual atmospheric pressure should be taken. ‘The authors — 
use the average pressure for any given altitude. If there was consider- 
able variation in barometric pressure, it would make a difference in the 
saturation value of the standards. A difference of 1 in. in the barometer, — 
not unusual at sea-level altitude, corresponds to 800 ft. altitude. 

The second point is in regard to the testing of pulps. The authors 
state that pulps require settlement before testing. ‘There is one case 
in which this might give misleading results. The pulp in an agitator 
might contain oxygen that, during settlement, would be consumed by 
further dissolution of the gold and silver values. The result after settle- 
ment would mislead you into thinking there was less oxygen in the agi- 
tator than was present under operating conditions. 
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Milling Practice of American Zinc Co. of Tennessee at 
Mascot. | 


By Rosert Ammon,* Mascot, Tenn. 
(Birmingham Meeting, October, 1924) 


TuE milling practice at Mascot, at present, consists of dry crushing to 
5 in., jigging, fine grinding, and flotation. The ore arrives at the mill 
from two mines, No. 1 mine shaft being located in the mill proper, and 
No. 2 mine shaft being situated about 2000 ft. east of the mill. No. 2 
mine is served by a coarse-crushing plant and aerial tramway to the mill 
bins. In jigging the No. 2 mine ore, 50 per cent. of the mill feed is 
rejected by the jigs as a jig tailing ranging from 5 in. to 10 mesh; the 
balance of this ore, after removing a jig concentrate, is ground to flotation 
feed. In jigging No. 1 mine ore, approximately 80 per cent. of the mill 
feed is rejected as a coarse jig tailing, and the balance is ground to 
flotation feed without the removal of a jig concentrate. The difference 
in the treatment is due to the fact that No. 2 mine ore carries a higher 
content of zinc than that from No. 1 mine. Of the total concentrates 
produced, 30 per cent. is made on jigs and 70 per cent. by flotation. 
At present, 1350 tons of No. 2 ore and 800 tons of No. 1 ore are treated 
each 24 hours. The recoveries for a typical week are as follows: 


IORI Se NN eo ee einer se Se BROOME IZ CONCONGLALES nee oe fa sh esse ne 6 61.30 
Sr atatls Strvaeva ics eres creas site oe 9 = 0.80 Flotation concentrates........... 60.60 
uO uatiONyballsiis sai eiee er siete ee Or OROSMELIRTaA CLIO laa rs = feiss toeiz'o 26 ore. 86.50 


The associated minerals are a straw-colored sphalerite, dolomite, 
calcite, pyrite, quartz, and a small amount of greenockite, which occursas 
a stain and sometimes small crystals along with sphalerite, but is com- 
paratively rare. Pyrite is present in small quantities, usually less than 
0.5 per cent.; quartz occurs in bands a few inches thick. A complete 
analysis of the ore is as follows: 


Prr Cent. PgR Cent. 
alcium~ carbonate.....2:2..-... Ami Men ZANC SUING Ghee gettin ot ancien: 5.48 
Magnesium carbonate........... 35e36ue Cadmium sulfide jo. oats NAL 
SHIhOD.: 5 eeSle ne ees o Charters ener mecrracre Re Se Lead sultidesmiantcrtlenneiiet. rectal Nil 
ANkonmingy, Soke oeaesd bales Gat Oot 1.04 
1 ae: Tlobalotncreeeve dos tee se tettsie Gia 100.00 


* Superintendent of Mills, American Zinc Co. of Tennessee. 
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The main concentrator is located at the shaft of No. 1 mine, which 
at present is producing low-grade ore. The flotation plant and concen- 
trate-drying plant are located in separate buildings approximately 100 
yd. from the main mill. 


COARSE-CRUSHING PLANTS 


Each of the two shafts is served by a crushing plant consisting of 
No. 8 bronze gyratory crusher and a 48-in. horizontal Symons disk crusher _ 
reducing the ore to 154g in. The mine-run ore is hoisted in 5-ton bal- 
anced skips to a 20-ton hopper, from which a 42-in. Stephens & Adamson 
pan feeder, on 10-ft. centers, feeds the ore into a No. 8 gyratory crusher; 
the discharge of this is fed by a conveyor to a Symons crusher and then 
conveyed to the storage bin. As the capacity of the gyratory primary 
breaker in reducing to 414 in. exceeds that of the Symons, which reduces | 
to 154¢ in., the operation of the feeder to the gyratory is intermittent. 
This is controlled by a pawl and ratchet gear which is regulated by 
the operator. 

The size of the ore fed to the gyratory crusher is often greater than the 
crusher will receive, which necessitates breaking by sledging or drilling 
and popping on top of the crusher. A Jackhamer is always available for 
these large boulders. 

The gyratory crushers are equipped with manganese concaves 
and smooth manganese mantles. The record of mantles and con- 
caves follows: 


AVERAGE 

NuMBER AVERAGE Tons Cost PER 100 

Worn Out Cosr CRUSHED Tons, CENTS 
Tow.enecOn Caves insite en iennen ene 11 $211.39 417,225 5.667 
Mantles.¥i5.... <i ha- antsy ene eae ete 4 $340.00 570,658 5.958 


This cost is for corrugated mantles. Since the adoption of smooth 
mantles none have been worn out, but the steel cost per ton crushed 
should be less than that shown for corrugated mantles. The gyratory 
makes 150 strokes per minute. 

Only the lower concaves are replaced; in 10 years of operation, no 
upper concaves have worn out. A 16T Yale & Towne triplex chain block 
suspended on a steel craneway from a traveling carriage serves the gyra- 
tories for repairs. 

The discharge of the primary breakers is conveyed to a 48-in. horizon- 
tal Symons crusher equipped with manganese disks. At No. 1 shaft, 


the Symons discharge is conveyed directly to the mill; and at No. 2 
shaft, to the tramway loading bin. 
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AVERAGE Cost or BrLTiNG FoR ELEVATING Symons CRUSHER DiscHaRGE 


110-rr. Beitr 
Cost PER 
100 Tons 
NUMBER OF Days ELEVATED, 
; Betts Cost TONNAGR SERVICE CENTS 
| Diamond Rubber 
| Co. Portage belt... 6 $279 .58 280,809 309 9.96 
Goodyear Rubber a 
Co. Compass belt. 2 $431.18 436,784 420 9.65 
AVERAGE Cost or BELTING FOR CONVEYING Gyratory “CRUSHER DIscHARGE 
Cost PER 
NUMBER OF 100 Tons 
BELTs Tons Days CoNnvVEYED, 
AVERAGE Cost CoNVEYED SERVICE CENTS 
Diamond Rubber 
_ Co. Diamond brand 28 $118.43 89,623 88 13.92 
Goodyear Co. Blue- 
Rayos: Koemten ee ot" = oh 3 $231.49 229,842 P25 10.93 
The product of each of the crushers is as follows: 
Size, Diam. oF GYRATORY Symons Size, Diam. or GYRATORY Symons 
) Rounp Hote, DISCHARGE, DISCHARGE, Rounp Hots, DISCHARGE, DISCHARGE, 
INCHES Per Cent. Per Cent. INCHES Per Cent. Per Crenr. 
On 5 nO On 144 oa) 10.9 
On 4144 6.1 On 114 3.9 16.4 
On 4 9.4 On 1 4.6 WAH 
On 314 12.7 On Wid 19.8 
On 3 9.0 Through 14 10.6 22.3 
On 214 10.4 —— — 
On 2 10.0 Ota ec 100.0 100.0 
On 134 4.5 17.9 


When doing this work, each crushing plant has a capacity of 110 
tons per hour, the capacity being limited by the Symons crusher. The 
average tonnage crushed by a set of disks is 450,000 tons. While the 
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Fig. 2.—M ANGANESE-STEEL PRO- 
THCTING PLATES AND SHIELDS FOR 
SYMONS DISK CRUSHER. 


Fig. 1.—GrizzLyY SCREEN FEEDING 
SYMONS DISK. 


Symons crushers, as operated today, give excellent service, four changes, 
as follows, were required in the machine as furnished before satisfactory 


operating was obtained: 
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excessive wear (see Fig. 2). 


N 
7 


wan Spl He- FEF 
x 72 \<~—— 
& | cs PB 
Ss EF £7 oo : 
: 3 * ee, 
S S| 
Sy 
pes 
Nae s if) 4 
1 S | 
i 


‘CATIVISNI SV “INVId DNIHSQ4UD Z ‘0 N dO NvIG—e¢ ‘org 


7 


=-7G42-1- 


Se en 


£ 


a 
=~ =b Obs 
i 
{ 
1 
‘ nf A sy Stag Fay Fat Aaa oe er] nae ee eee 
S 2 H THLE -Syaypng| NS 4 Soh bit A \ea 
S ' seu aE a 2 SS s/s 
tt S5 1-0 4/09) 
lfm | uty 
*956--- | 2egagune/!s.| | & ea Un ae 
Be! | Mduoresyye i) 1s || L9G UTI Si dH, PE 
mame || || AEM Spelt Fo mae ae 
pera M aig =H We H He 1S LONI, ,0,9719/1 D 
it Gea | i Ry neuk p ‘e oat iohont te, 
4 ! y = lirsclettl 7 D 
aes sae) ra | A 
f ih ty re = ! [ 
| = Sar aie =e =: Ki Ss 
| he — - ec = fea : a ays 
+ te q] 0 
i 19/8 To, LON ; iy da r / HG 
ure 1 i ie ty —_ Sly pee Dyyg¢ pie i\t 
a yp sed 44 piorpaade og6I->| bg S a} 
" mseohertyeg | 20} lop a 
8 By <-—---- Ol; ~---~=--- 9,9-- 2S prh 1 & 
35 i? a are 2) ~6i-- > 72 ! x 
| k ==: *L) 
el : oui is 4\ 
t ' 
5 ' x ; 
eat ee ‘ fot ee Hasse. 
NY) ,| ' JoulWw42) Buijpo07 a 
SF av bh ma BS na fe eee, epee = ae H i 1 
EP Or 7707] Olah —70;0 ! | = WML 403 


= 
ay 
H 
S 
Ss 
S 
OF oH : 


All of thea 


all. 


of inner shaft with steel b 


Replacing cast-iron ball 


® Se 
Ss 8a 
arse 
lo) o 
ESAS: 
2 Sg 
S G3 
qd - og 
2 St 
sa 34 o 
tc | 
Poa 
& ORS 
Gane ge 
Ee eS 
oar 
Sao 
‘Hem SG 
is a = 
a ane 
~ 
TOES Sie 
bys Ket ize) (oles! 
Pe ts ee en 
fo 8 8 
2333 
tse eage ee 
or ou ae ET 
gorsg 
Sa, o 
52) EF we SS 
© © own 
Raq aw Ss 
a—_= 
ao foo 5 
S38 
<S; » Ben 
SD io et 
SS 5 3 @ 
a See coe 
ora a 
eae 
“a is) oe oe 
fe) SS B=) BS 
5 fs © Ss 
2a 2 2 
f=} ios) 4 
To SOS 
aoe Sat 
wali) vr Si 
a de) 
ee ES 


_ — / 
» & 
bi ROBERT AMMON 


The chute feeding the Symons crusher has for its bottom (see Fig. 1) 
a manganese-steel plate with 2-in. round holes. This serves as a werk 
_to remove fine ore and is especially useful when very wet ore is hoisted 
Ordinarily, the moisture content of the mine-run ore is under 2 
cent. but when very wet ore is hoisted, because of water trouble in the 
‘skip pockets, the grizzly screen removes enougl: of the sticky fines to 
prevent choking the disk crusher. 

Suspended about 8 in. above the conveyor belt feeding each Symons 
crusher is a 54-in. diameter Type SA No. 4 lifting magnet, to catch tramp 
steel. These magnets are the only protection these crushers have against 
iron and catch many steel drill bits, hammer heads, ete. Both outer and 
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Fig. 4.—E.Lrvation or No. 1 CRUSHING PLANT, AS INSTALLED. 


inner shafts have been broken at different times by a bit or hammer head 
passing the magnet because it was covered too deeply with ore. To 
reduce this liability, the eccentric flywheel is driven with an 8-in. belt 
instead of a 12-in., as originally installed; this allows the belt to slip on the 
pulley should a piece of steel get between the disks. The manganese- 
steel plates and spools used for protecting the bolts and heads of the 
Symons crusher are shown in Fig. 2. 

Manganese-steel feed spouts are also used and last about 8 months. 

Each Symons crusher is served by a set of 4- and 5-ton Yale & Towne 
triplex chain blocks, each suspended on an I-beam crawl. 

The cost of steel for the disks is approximately $0.034 per 100 tons 
crushed. Figs. 3 and 4 show plan of No. 2 crushing plant and an elevation 
of No. 1 crushing plant as originally installed. 
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CRUSHING AND TRAMMING Costs, IN CenTS, PER Ton HANDLED 


LaBor Supp.iges REPAIRS PowER TOTAL 
Coarse crushing........... 0.92 0.29 2.59 0.75 4.55 
ANG VGNUSHIN gC weer iatis nie 0.15 Cm ys 1.47 3.81 
NE} ot) Ma) echo) 001001 an 3.07 OL L7 0.39 0.10 3.73 


AERIAL TRAMWAY 


The product of the crushing plant at No. 2 shaft is transported to the 
mill bin by a Bleickert aerial tramway, over a distance of 2000 ft. This 
tramway was constructed, in 1914, by the American Steel & Wire Co. 
The operation requires two men at each terminal to attach the loaded and 
empty buckets. The line carries 18 buckets, each holding 1600 Ib. of ore. 


TRAMWAY CABLE DATA 
AVERAGE AVERAGE 


NUMBER AVERAGE AVERAGE Tons Cost PER 
oF CABLES Cost Days TRAMMED 100 Tons 
5g-in. haulage 6 X 7 strand hemp core 
Lang lay crucible steel............. 5 $ 383.36 564 519,885 $0.07374 
1}4-in. track cable locked-coil 7 X 12 X 
SUX 2 6 (strand ians cineitevece settee cicrat 3 1611.99 956 924,159 0.17433 
l-in. track cable locked-coil 7 X 16 
BULAN: fsterepacss antes case terse oie oe ove 1 734.27 1308 1,156,543 0.06350 


FINE-CRUSHING DEPARTMENT 


This consists of two sets of 54 by 20 in. Garfield rolls, operating in 
closed circuit with 5g-in. screens; each set asaunit. Formerly the screens 
used were four 4 by 8 ft. trommels to each unit but at present a No. 2 
Mitchell vibrating screen replaces the four trommels on the low-grade 
unit. The undersize from this screen goes directly to jigs, whereas the 
| undersize of the trommels (5-in. round holes) treating the higher grade 

ore is conveyed to a 2500-ton storage bin, from which it is drawn as 
regular mill feed. 

The operating of the Mitchell screen has been highly satisfactory; 
it has averaged 55 tons undersize per hour with few repairs outside of 
sereen cloth. 

Until the last few years tire-steel shells were used for this crushing, 
being shrunk on to the cores. This was done by mounting the shell on 
the cores, pulling up the loose core as much as possible, when cold, and then 
heating the shell with a circular oil burner until the cores could be pulled 
an additional 14 in. on either side. No difficulty was had from the steel 
cracking or stretching enough to loosen when in operation. After testing 
out the manganese steel made by Taylor-Wharton Iron & Steel Co., it 
was decided to adopt manganese steel for this work entirely. These 
shells are not shrunk on when new but are pulled as tight as possible and 
the core bolts tightened each week when the shells are warm from grinding. 
After these shells become half worn, they are shrunk upon the cores and 
worn out. New shells are 5 in. thick and last from 1 to 114 years. 
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CompaRaTIVE AVERAGE Costs or Rott SHELLS 


NUMBER Cost PER 
: Rees Cost “2 ae Gr Rd 
ONNAGE SERVICE 
7 Manganese steel, Taylor-Wharton........ 3 $1255.18 316,712 374 $0.3903 
: Latrobe steel, Railway Spring Steel Co... 16 1103.59 89,809 94 1.3535 
_ Tire steel, Midvale Steel Co............. 13 738.50 103,430 106 0.7927 


The rolls are operated without shims between*the sliding bearing and 
the fixed bearing, the wear on the shells being taken up by the tension-rod 
nut. Frequently when the roll feed .becomes coarser than 13¢-in. 
because of the wearing of the Symons disks, the rolls refuse to nip the 
coarse dolomite. This is overcome by burning four ridges about 14 in. 
wide and }4 in. deep across the face of each shell with an acetylene torch. 

| This burning is required about once in 8 weeks and only when the feed 
becomes coarse. 

Each roll-feed conveyor is equipped with an Electric Controller & 
Mfg. Co’s. lifting magnet for the removal of tramp iron and steel. These 
magnets often pick up shims and 214-in. hexagonal nuts that come 
from the Symons crushers. 

For changing shells, a 10-ton hand-power traveling Whiting Foundry 
crane serves both sets of rolls. 


AVERAGE Cost oF BELTING FOR CONVEYING MINUws 3-IN. MATERIAL 


NUMBER Cost PER 
oF BELTs Tons Days 100 Tons 
AVERAGED Cost CoNVEYED SERVICE CoNnvVEYED 
Diamond Rubber Co. Diamond 
BESANT Oe MS h eo. 2 fo. Ese Ce teacs chat helen steers 9 $271.76 1,038,809 568 $0.0261 


AVERAGE Cost oF ELEVATING RoLtt DIscHARGE 


NUMBER Cost PER 
oF BELTS Tons Days 100 Tons 
AVERAGED Cost ConvEYED SeERvICcE CONVEYED 
Diamond Rubber Co. Portage 
PESTeRT Cle ayernolele. «one. aers's sor orelele e's 11 $293.15 278,396 289 $0.1053 
Goodyear Rubber Co. Compass Brand sy 434.29 363,535 378 0.1194 
Manhattan Co. Endurance Brand.. 1 404.42 339,637 389 0.1191 


CRUSHER BEARINGS 


So-called XXXX nickel babbitt is used in all heavy-duty bearings. 
The shaft bearings of the rolls have been rebabbitted once in 9 years. 
The eccentric of the gyratories lasts from 3 to 5 months, while main-shaft 
bearings and the inner ball of the Symons average about 2 years’ service. 
The use of Promet metal, manufactured by American Crucible Pro- 
ducts Co., was not successful in the gyratory and the Symons crushers. 


Jigginc DEPARTMENT 


From the storage bin No. 2 mine ore is drawn on a 24-in. belt conveyor 
served by a Merrick weightometer. The ore is conveyed to an elevator 


through a sampler and, after fresh water is added to the boot, is elevated | 
on to the rougher jigs. Fig. 5 shows cross-section of feeder and belt : 
under the storage bin. 
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ScoreEn ANALysis oF No. 2 Orb 
Solids Zine 
Opening, Cumu- 
Screen Size Milli- Cumu- | Assay | lative Per Cumu- 
meters Per lative Per Assay Cent. lative 
Cent. Per Cent. Per Total Per 
Cent. Zinc Cent. Zine Cent. 
Zinc Zine 
On Sumeshvscteags owe err: 6.656 23.1 23.1 3.62 3.62 
On 6 mesh.. Serra toe 3.328 26.0 49.1 2.63 2.36 18.9 32.1 
On TO Meshil sis sic s eee ewe 1.664 15.9 65.0 3.71 2.69 16.3 48.4 
On) ZO meshiwiiniecrnis ween eee ee 0.832 10.6 75.6 4.79 2.98 14.0 62.4 
On 85. meéehiss. 5.5.50 86s <0 s aise 0.416 (fu 82.7 5.74 3.22 i Uh Fe} 73.7 
Through ob Mesh> +s. ece ts es 17.3 100.0 5.54 3.62 26.3 100.0 
ST tial Js, cantreuteeiepo nies uarskaclesne 100.0 100.0 3.62 3.62 100.0 100.0 


The ore, without any preliminary treatment, is jigged on a six-cell 
Cooley type Harz jig, making hutch, middling, and tails. The tails are 
dewatered on stationary screens using 1 by }¢ in. slotted punched plates 
(see Fig. 6); the oversize, practically free from slime, is rejigged on three- 
cell jigs of the same type making tails and hutch middling. 

The jigs originally were built of pine and last from 7 to 12 years. 
As these are replaced, cypress is used instead of pine. Fig. 7 shows detail 
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Fie. 6—SraTIONERY DEWATERING SCREEN FOR DESLIMING ROUGHER JIG TAILS. 
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Section C 
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construction of the six-cell rougher jigs. Solid non-adjustable eccentrics — 
of local design, made by Power & Mining Machinery Co., are used on these 
jigs with plungers so placed that top of plunger is 114 in. above the top of 
the sieve at the highest point of movement of the eccentric. 


RovuGHER Jics Butt Jies 

RPE VE Bae AAMC eo ees cree RTE ee Meee 110 82 
Stroke; first cell, inches......-......... 15g 2 
Stroke, second cell, inches.............. 154 134 
SUrOKembaire celle inches samen ener te: 14 14 
Serokes, fourth Cell, inchese. we arses 14% 

Dero kent thee ein CM CS meer rmee renee 13g 

Stroke, sixth’ cell; inchess.9--. qa: @ 134 


The Joplin cast-iron grates formerly used on these jigs have been 
replaced by punched-steel plates. The roughers are equipped with No. 
14 steel slotted plates with slots 1 in. long and 1¢ in. wide (see Fig. 8). 
On the bull jigs, which make all their middling through the hutch, No. 10 
steel plates are used having 14-in. round holes. Punched slotted plates 
average 3 to 4 months service and the 14-in. round-hole bull jig screens 
last a year. 


Fic. 9.—M ANGANESE- 
STEEL LIP FOR JIG HUTCH 
DISCHARGE GATE. 


The sieves are held in place by frames made of 114 by 314 in. pine with 
crossbars 1 in. wide, spaced 414 in. on centers. The crossbars are dove- 
tailed with the main frame to cient, twisting. The screens are fastened 
to the frames with sixpenny nails. 

The roughers make their own bedding of sphalerite, the excess being 
drawn off, on the first two cells, by side cup draws and, on the last four 
cells, through the regular middling discharge, or coh aitere ” which are 
continuous in operation. As no coarse free mineral is in ths feed to the 


i -. 
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bull jigs, bedding is added to them in the form of round-plate punchings 
4 to 44 in. thick and 5€ to 34 in. in diameter. A bed of about 1 in. in 
depth is kept on the bull-jig cells. The sieve sereen on all jigs is elevated 
1 in. at the tail-board end of the cells. 

: The middling draw, or “chatter,” on the last four cells of the rougher 
_ jigs consists of a steel plate across the tail board ofseach cell with 1-in. round 
holes, usually four, placed 344 in. above the screen and equally spaced 
across the length of the plate. One or more of these openings may be 
closed off temporarily in case of low-grade dre, in order to allow bedding 
to build up. In case too much bedding is accumulated on the last four 
cells, it is removed with a shovel. This is the exception, however, as the 
first two cells, if properly operated, will regulate the bedding to the balance 
of the jig. Excess bedding (sphalerite) removed from the cells joins the 
continuous middling discharge of the jigs, no attempt being made to 
segregate a coarse concentrate, although bedding so removed assays 
better than 50 per cent. zine. 

The hutch discharge on the jigs is continuous through 2-in. molasses 
gates equipped with manganese-steel lips. On sand, these gates allow 
close regulation of the water producing a dense discharge. Fig. 9 shows 
manganese lip. 

With a feed of 28 tons per hour per jig, the average depth of bed on 
the cells of the jigs is as follows: 


RouGHER Jie, Buu Jia, RovuGHER Jig, But. Jia, 
INCHES INCHES INCHES INCHES 
Celleter wee 12 10 Gellar sen a ill 
DP, pee 12 844 hoe eet 10 
Sibert: es eh 634 Oca ss 9 


The material required to build one six-cell rougher jig is 880 pieces 2 in. 
by 6 in. by 16 ft. cypress, 6 pieces 8 in. by 8 in. by 16 ft. pine, 6 pieces 
6 in. by 6 in. by 12 ft. pine, 100 pieces'1 in. by 12 in. by 16 ft. pine, 12 
pieces 2 in. by 12 in. by 16 ft. pine, 14 kegs 20 penny nails, 3 kegs 30 
penny nails, 2 kegs 8 penny nails. 


AVERAGE JiGGING DEPARTMENT Costs, IN CENTS PER Ton MILLED 


TE GRY 26 o he OS orpina et Gee eb bom tr kt eenNp t RNE aRCeEN eea eeneREIONO 2.79 
SUC: ooh ee ee an 0.35 
(YS EOI gic booed Gunes fea Dott): che cece eee ean a 1.63 
TERRE. boo so be ten PE 6 eed God ob OR OO OO ence eee Bee Ea a 1.01 
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“ RovexuErR-Jic Hutcu 
a ee 
| ’ 
| Solids Zine 
Sing i Cumu- 
Screen Size | Milli- | P oat Assay beta Per lative 
' meters ae hh Per € Cent. Per 
sfent.,| 2%. Gent. | Aga | ‘otal | Cont 
Lear i i t; 
Weight | Zine Cent. Eng, | Zh 2. 
Ciba Pan ee, Ee ee ee eS ee 
Onaga o meshes o3Siorhvan veer 6.656 | 
CORN Guts ene copdetertia cor ra 3.328 1G y.} 1.6 | 28.20 28.20 4.4 4.4 
On. ipa A copaesHanbrde 1.664 5.3 | 6.9 | 24.10 | 25.00 1253 16.7 
One 200m es hiya pe ene oes 0.832 | 14.1 21.0 | 12.90 16.85 Diets 34.3 
Ong OO IMCS rnaniese is aihe ces 0.416 20.3 4453 4° 9530 13.05 17.8 52.1 
Ousted Meshes Sees one O2208 eed ok.c 61.0 10 | 11.42 15.4 67.5 
@melLOO MESH fee ercisaieyo wrelsieneets |) OAT pi) i352 74.1 8.00 | 10.80 10.2 Vinh 
On 150 mesh......... eee 0.104 9.2 | 83.3 8.20 10.55 7.3 85.0 
Ony200! mesh ar ve cme cm ace vee | 0.076 7.8 91.1 9.20 | 10.40 | 6.9 91.9 
Through 200 mesh............. | 0.076 | 8.9 | 100.0 | 9.50 | 10.35 | 8.1 | 100.0 
POUR aa cree te nies e oleisusiclees Ceres | 100.0 100.0 10.35 10.35 100.0 100.0 
| | | 
Original:sam ple, 2f. sjaisctore + sielaids oteiatetetsaiapels| lekelsalrls\siele.c%\sinweie ls 10.75 
Toran Mippiina FRoM ROUGHER AND Butt Jies 
Solids Zine 
| —— oS 
: | Size, Per walt Cumu- A | = | _ 
Screen Size Milli- Cent. | Suma epee | Sees et fe 
meters | Weight | Per | Cent. | Assay, | Total Per 
; Cent. | Zine Per Zine Cent., 
| Weight | Cent. Total 
Zine 
| | 
(Ose Sr anh ners Ga cr, oat | 6.656 | 38.1 38.1 | 6.90 6.90 | 44.0 44.0 
On pe Gimeshis. cian nich caa esse as | 3.328 | 39.4 77.5 6.25 6.66 41.3 85.3 
Om O"MEsSHe aco srcctmeriere oe :| 1.664 14.4 91.9 4.32 6.22 10.4 95.7 
On B20 meshe sayeealeap orn etek 0.8382 | 4.7 | 96.6 | 2.92 6.05 2.2 97.9 
ON SO MOS Mice acn vee Ont Loe | 1.8 | 98.4 2.80 6.01 0.8 | 98.7 
On 65: MeOphiesnsaneoninse ek 0.208 | 0.8 | 99.2 3. L2 5.98 0.4 | 99.1 
On WOObmesh 21h ee< + oueheee 6 ORLe7 Ey 0.3 99.5 3.40 5.97 0.2 | 99.3 
On TbO an eshraradastennience rele Om LOS eam 0.2 99.7 4.40 5.97 0.2 99.5 
Onv2Z00: meshs.otasnaeecduaciete’ 0.076 | Oc" =998 5.95 5.97 
ines | ; 0.2 | 99.7 
Tough 200) mesh si. ancais ees 0.076 | 0.2 100.0 | 8.20 5.97 O23 100.0 
Total 
QUAL T ize Vomucialaie siege eee | | 100.0 | 100.0 5.97 | 5.97 100.0 100.0 
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Sratronary DEWATERING ScREEN UNDERSIZE 


Solids | Zine 
Screen Size Size, C | Cumu 
Milli- Por ioties Assay ae Per lative 
meters Gente me | dae peels J Cent Per 
Weight | Cent. | Gent Per’ | Total | Cent 
| Weight | yac Gant Zine pe 
" - a 
| | 
Ji, A re 2 6.656 ek °2.1, 0.70- |, 0.70 iO) 1.0 
RORMENG OCR oo oc cw a x eases ae 3.328 a2. 0) 13.1 0.77 0.76 5.8 6.8 
BHMPLO HES, 2; |.) 56. Pee 1.664 37.9 51.0 0.90 | 0.87 23.3 30.1 
SRRMCONTNORES 5... <r bys ave sa ope ans 0.832 19.3 70.3 0.55 0.78 7.9 38.0 
PMP DINOBR oo .8 oc ki eo os aheus | 0.416 5.9 76.2 QE5DA NN On 7a 2.2 40.2 
PRE OG MES. cc. ek oc sa ole ee | 0.208 2.2 78.4 0.90 0.78 1.4 41.6 
REMEOLIMORN «070/55 5. =< 2ic,os pos SOLS, Sy MO 7s 10.82 0.78 0.8 42.4 
BORIBEDOMMORE s. 5.5.5.6 Soecd-croe ao ve | 0.104 5 AY A 81.4 1.20 0.79 1.4 43.8 
Ou? GT Co Ee eee 0.076 2.0 83.4 2.30 0.83 3.1 46.9 
fehrough 200 mesh.......:...... | 0.076 16.6 100.0 4.62 1.47 53.1 100.0 
| 
TG loo tS eee ee te eae | 100.0 | 100.0 1.47 1.47 | 100.0 | 100.0 
BRISA DIGS. 2.5 = cs oictcs aie eesti ee ais a'iaiele e's 1.57 
Buu Jia Tarts 
Solids Zine 
| le Se = “ ~ 
| Size, | | | Cumu- 
Screen Size | Milli- | , | Cumu- Assay Cumu- Per lative 
| Ses Per | lative ae lative Gant P 
Cent. | Per | Gent. | 4588% | Totai | C ee 
. | Weight | Cent. ariel Per i. a Tat if 
| | | Weight | “™° | Cent. Mee) Mikes 
| | | | | 
WMS INOSH co oerels ce 90:6) sue nian si | 6.656 | 60.1 60.1 0.75 | 0.75 61.5 61.5 
Ora GrINOsh sess eie we « Gis sie sieves oye | 3.828 ; 35.0 95.1 0.70) |) 0.73 33.2 94.7 
MONBEGGMESN oes ohsfer 504) seis sje, 0.6" she | 1.664. | 4.3 | 99.4 Osby 0.10 3.3 98.0 
MMe ZOPMESNs cies ss.s0er> Seve shavers! o ' 0.832 | 0.3 | 99.7 | 0.85 | 0.73 0.4 98.4 
Omesnimesh? oc s.5s0 <2 5+ sense Ops 1G MOF Le |e O9E8iaiy 3.520 ||) (0.73 0.5 98.9 
Through 35 mesh..............| 0.208 | 052 | 100-0- | 4.10 0.74 PL 100.0 
|| pone De kee eT ee a a ee eee 
eae Ss tps eras bate | 0.104 | 100.0 100.0 | 0.74 | 0.74 | 100.0 | 100.0 
| | 
i a ll oe ee eee ee ee 
0.77 


The bull jigs are practically scavengers on the deslimed rougher 
jig tails and reduce their feed 0.3 per cent. zine. 

The lower grade ore is jigged on five-cell rougher jigs, making a hutch 
product and tail. The tails are deslimed over the same type of screen as 
used on the higher grade ore and, after desliming, join the bull-jig tails at 
the tailing elevator. The hutch and dewatering screen undersize from the 
low-grade ore join the same products from the higher grade ore for 
further treatment. 

The coarse tails are elevated by a tandem belt elevator and flumed 
to the loading station at the railroad, where they are loaded, as made, 
into 50-ton railroad cars. The straight mill tail is sold as railroad ballast, 
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and several other rock products, such as roofing gravel and concrete stone, — 
are produced by screening out various sizes at the loading station while 
loading the cars. The faces of the pulley are lagged with conveyor 
belting with a 3¢-in. rubber cover to decrease the slippage of the 
elevator belt. 


MippLinG CIRCUIT 


The middlings from the rougher and bull jigs are dewatered in a 6-ft. 
Allen cone and elevated to a No. 1 type Mitchell vibrating screen using 3- 
mesh No. 9 wire cloth, the oversize going to a set of 4314 by 16 in. Gar- 
field rolls in closed circuit with the screen. Manganese-steel shells have 
not been as successful in these wet rolls as the tire steel, because of the cross 
corrugating and cupping of the shells. Tire steel wears evenly in this 
work and makes cheaper operating. 


AVERAGE Cost oF WET CRUSHING SHELLS 


NUMBER Cost PER 

or Spts 100 Tons 

AVERAGE Cost Tons Days MILLEeD 
Midvale tire isteel.7...,..ecie os eeaero ee 7 $456.37 400,945 236 $0.1138 
WMatrobes steel sare vyc/eis ats atest eusral etme ters 2 467.28 267,106 149 0.1749 
Taylor-Wharton manganese steel....... it 952.29 584,846 369 0.1630 


The average cost of elevator belting for wet elevators is approximately 
0.12 cents per ton milled, all costs being calculated to tons mill feed. All 
elevators are 22 in. wide seven-ply equipped with No. 10 steel cups 
spaced 16 in. on centers made in the local shops. For scabs, old belting 
is cut into pieces about 114 by 6 in. and placed between cups and belts. 


FINE-JIGGING SECTION 


The undersize of the Mitchell screen is sent directly to a four-cell 
“chat” jig without dewatering. This jig produces a tailing for flotation 
grinding and a rich hutch product to be further cleaned. The smittem, 
or hutch, from all rougher jigs, to which has been added the hutch from 
the chat jig, is dewatered and treated on a four-cell cleaner jig, producing 
a clean jig concentrate and a tailing for flotation grinding. The jig con- 
centrates are held in the hutch and drawn off every 2 hours and trammed 
to the storage bin. Both jigs operate at 200 r.p.m. with a 5<-in. stroke 
on the first two cells, }-in. stroke on the third cell, and 3<-in. stroke on 
the last cell. Sieves are the same as are used on the rougher jigs and 
cup draws are used for regulating the bedding, which is built up from the 
mineral in the feed to each jig. 


DeptH or SAND Beps on Fine Jigs 


CELL CLEANER Jia, Cuar Jie, 
NUMBER INCHES INCHES 
| ee es NG ie eae aia cow He 10% 934 
9 
a ide ae te 4 og aatese eles hee tere atten 934 834 
Eee ener by SS b-5 cic Od oo © 816 84 


SOE teens AA AGA n Goi ne b's oomo oo © 4 74 


+>) 2p ee 


Screen Si al Cu Cumu 

ze illi- mu- - ots 
meters Per lative sy en eae Per lative 
Cent Per er Assay, Cent Per 

Bverehtay tient, || "Cont 0)" pan "| Total || Cent: 
(3 ota. 
eight “i Cent Tne 
MMBCRMOSH «oc. sc 5 ina cb wo eee 6.656 1.0 1.05510) 71) 5.10 0.4 0.4 
GyaemeG mesh. ...... Us os besa de 3.328 2.5 | ° 8.§ | 24.60° |°18.50 4.6 5.0 
Bim Ormesh. ox. .... Goat as ote 1.664 15.8 19.3 | 19.90 | 19.60 23.9 28.9 
BieeoOnmeshi i... cis ose cde 0.832 26.1 45.4 | 14.00 | 16.40 Yer 56.6 
Binaeoo mesh. 2... c's 252 00ae 0.416 26.5 TILOMedetO ms 14250 22.4 79.0 
DramGo mesh... ......22csss. es 0.208 17.0 88.9 9.60 | 13.50 12.4 91.4 
MramrOO mesh 5,-0.0 555 -2ec eck 0.147 6.2 $5.1 9.70 | 13.25 4.6 96.0 
BueboOimeah.t)....0.. 6S 52.008 0.104 2.6 97.7 | 10.40 | 13.20 et 98.1 
Mar2OOimesh 2... 6. hs.005.0 ee 0.076 1.0 OSe amid 1501 0 SalS 0.9 99.0 
Through 200 mesh............. 0.076 1.3 | 100.0 | 10.60 | 13.14 1.0 | 100.0 
STORING ea ee aC 100.0 | 100.0 | 13.14 | 13.14 | 100.0 | 100.0 
CIEE OEE she) Ch eee OA we 5 ke ce en ee 13.30 
CLEANER-JIG TAILS 
Solids Zinc 
| 

Size, rs 

Screen Size Milli- Cumu- | Assay Cumu- Per ie 
meters Per lative Pave lative Gent Per 

Raa aan Cont ays Total Cent. 

elg en ere ‘Sy . 

Weight | 22° | Gent, | Zine | Total 

Ont S mesh -a <ocs<S:soS eoseees 6.656 1.8 eS 2.15 2.15 OG 0.7 
Om (GhOGHNe, Aeeee ae mere 3.328 2) 4.6 2.70 2.56 13) 2.0 
@nwelOomesh. oo... S01 sc.eSe cae of 1.664 15.5 20.1 4.30 3.89 i.e 13.3 
nO MMESHisee o.oo s ei aaee ee cle 0.832 24.8 44.9 4.75 4.36 20.0 33.3 
Ornmeas-mesh.f..50 odeegs + custs 0.416 Boas 67.2 6.10 4.95 23.1 56.4 
(in, Cisse 0.208 ew 84.9 | 6.90 5.35 20.7 Hirich| 
net OOsnesh’y.ks.30 eo. hs). 55 0.147 7.9 92.8 7.90 5.56 10.6 87.7 
One 5O meshes «hth ge «+ «20s 0.104 5.6 98.4 8.80 5.82 9.5 97.2 
nee OOimesh 2.0. 6. oA eaters wate 0.076 0.3 98.7 | 10.30 5.84 0.7 97.9 
Through 200 mesh............. 0.076 1.3 | 100.0 9.50 5.89 2.1 |) 100.0 
Thigh esseees Pees 100.0 | 100.0 5.89 5.89 | 100.0 | 100.0 
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CLEANER-JIG CONCENTRATES 


| Solids Zinc 
Size | Cumu- 
F aye Cumu- | Gumu- P lative 
ae: More | er | lative | ABSY: | lative | door, | Mey 
Want | Gent. | Gent | “Ber” | Total | Cant: 
el, ent, * 7 
ve | Weight | 2° | Geng. | “eee 
(Ont. eyes ee AeA eea ee Se: 6.656 0.0 
On WeG.rrestieae fas ce eae setae 3.328 11.8 | 4.8 | 61.10 | 61.10 11.8 11.8 
OngelOrmesh. mea. eee ean 1.664 47.0 58.8 61.50 | 61.40 47.2 59.0 
OnwelOnmnestia as amet oe 0.832 29.4 88.2 | 62.50 | 61.80 30.0 89.0 
Oneeso mesh ws. Sea ao ahah 0.416 7.0 95.2 | 58.60 | 61.60 6.7 95.7 
OnprOS mesh nhac con 0.208 3.2 98.4 | 49.80 | 61.30 2.6 98.3 
OnelOOsmeshiee ee ae eee ree | 0.147 rial 99.5 | 45.80 | 61.22 0.8 99.1 
Gri 150 meek i..0..5 5 costae 0.104 0.3 | 99.8 | 44.60 | 61.22 | 0.7 | 99.8 
Ons200 meshes eee | 0.076 0.1 99.9 | 45.00 | 61.22 Oct 99.9 
Through 200 mesh...........-. | 0.076 0.1 | 100.0 | 50.60 | 61.22 0.1 | 100.0 
| | | 
POtAl ss Ware RO ee 100.0 | 100.0 | 61.22 | 61.22 | 100.0 | 100.0 
Original sampl@aece chcve,<:c cars crete el rehome ancl slers Ries eietart wisteusiwie: ete © 60.90 
CHAT-JIG FEED 
Solids | Zine 
iS Si Si j ‘ |. Poe ; 
creen p1ze 1ze, | umu- 
Milli- | Cumu- Assay Cumu- | Per lative 
: Per lative | * | lative | 
meters C | Per | Cent Per 
| Cent. | Per Assay, C 
Weight | Cont. | Gent .| “ per’ | Total | vent 
| Weight | “"° | Cent evi Une 
OnGPR6 -mesh ty Garena oh. cee | 3.328 3290 pe o.8 3.45 3.45 2.5 2.5 
Ons"10' mesh.e.a.ee a teen eae 1.664 34.4 | 38.3 5.25 5.07 33.4 35.9 
On 20 mesh ORGCo unos Leia OG. 4 5.15 5.10 26.6 62.5 
OnSb mesh. wey. nat eee 0.416 | 21.2 87.6 5.67 5.23 2270 84.6 
On’ 65 mesh...:..............| 0,208 | 9.4 | 97.0 6.70 5.40 11.6 96.2 
Onti00/ mesh seesace ae ee ee 0.147 | Sol ae OO 7.07 | 5.42 227 98.9 
Onl50meshwaiea noes OL O4 | 0.6 99.7 7.20 5.43 0.8 99.7 
Ons200imeshare teen ee ee | 0.076 0.2 99.9 7.00 | 5.44 0.2 99.9 
Through 200 mesh............. 0.076 0.1 | 100.0 5.85 5.44 0.1 | 100.0 
Totiliee see ee eee 100.0 | 100.0 | 5.44 5.44 | 100.0 | 100.0 
| 
| | 


i 
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Solids Zine 
Screen Size cea Cumu- C Cumu- 
meters Ane lative Assay, lative’ os datite 
ent. nt. er 
J | aaa | eth | ene. | Asser. | ett | cost 
Weight | Zine Gent Zinc Total 
| t ® Zinc | 
Prams MESH. 6s... chi decn cee 6.656 
x 6 ae bate tt Sakae | 3.328 4.4 4.44) 0.82 0.82 2.5 2.5 
T, UGC a An ire | 1.664 | 37.2 41.6 0.72 0.72 18.3 20.8 
Bimme2o Meshes... .. Sees ae 0.832 | 20.9 62.5 0.60 0.69 8.6 29.4 
25) ATC 0.416 | 13.0 75.5 0.75 0.70 6.7 36.1 
(OS IOC. ee rr 0.208 7.8 83.3 1.35 0.76 fer) 43.3 
BrRIOO MESH ss <0s.<...c/ ewe ecne 0.147 3.8 87.1 2.57 0.84 6.7 50.0 
BREE GO “IMG a Sirs: «5,600 Seiten de 0.104 | 2.3 89.4 4.67 0.94 7.3 57.3 
J) SUD Oe ee 0.076 ad) 92.1 5.92 107, 11.0 68.3 
Through 200 mesh............. 0.076 7.9 100.0 5.85 1.46 31.7 100.0 
NRE [ot a AR en ete eee 100.0 100.0 1.46 1.46 | 100.0 100.0 
BIN MERINO yor os.ce saueale ve ree Eee eee De ene cecal 1.65 
Cuat-s1g Hutcu 
| Solids | Zinc 
| oe > a leer ie Do 
| Mali | Cumu- Cumu- | Cumu- 
Screen Size nee | oe | Bye | ope lative | po eats 
| want, | Gets, | Cont. | Assays | Total | Cent, 
| Weight Zine Gent. | Zine | | 
| | | 
She GIMNESN : 6.5.5.5 3.0s.018.8 oe wees 3.328 7.8 7.8 §2.7 52.7 11.4 11.4 
MH OLINESI is eco cc.s eS a ees 1.664 41.0 48.8 | 45.6 46.7 51.5 62.9 
ORY "OL cal ae ee a 0.832 16.1 64.9 D5A i 415 11.3 74.2 
NOTIN Oi MOSM carers oa peo os esse sie. | 0.416 | Denke 72.6 16.2 38.8 BriDe enh ae daaics 
nm BS Meshes... ok owas coe es | 0.208 5.2 Wise 20.6 37.5 3.0 80.7 
BOSE OO! MESH ...0.si5 oes eas eos 0.147 4.1 81.9 32.6 37.4 3.7 84.4 
ive EO) MESH sears vice eters, 2 os v mete 0.104 3.2 85.1 39.2 37.4 | 3.4 87.8 
eZOO! MESH cree s.5.0.0%5 5 ce wi sis eee 0.076 3.6 88.7 38.0 Bike ut 35S OL 
i hrough 200 mesh............- | 0.076 11.3 100.0 26.4 36.2 8.4 100.0 
} 
rT cane a Oa ame | | 100.0 | 100.0 | 36.2 | 36.2 | 100.0 | 100.0 
36.8 


FINE-GRINDING DEPARTMENT 


The dewatered chat-jig and cleaner-jig tails, together with the rougher- 
jig dewatering-screen undersize, is reduced to 20 per cent. plus 100-mesh 
by five mills, only four of which are operated simultaneously. The 
grinding-mill feed is the spigot of two 8-ft. Allen cones containing 75 
per cent. solids and of the following fineness. 
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ScrEEN ANALYSIS OF GRINDING-PLANT FEED 


Solids Zine 

Size, Cumu- Cumu- Guan: 

Screen Size Milli- P lati Assay, | Jative Per ative 
meters er ae Per Cent. Per 

Gk, | Ee. | emt. | AB | otal | Cont 

a e C 
Weight | 2° | Gent. |) Ae eer 
| 
OnMe Sesh S ,cheyewe sk sccecamere ee 6.656 1.0 1.0 0.20 0.20 0.6 0.6 
Oat Grd o Gyo ghuoo once okie 3.328 5.5 6.5 | 38.50 | 3.00 5.7 6.3 
Oneal Ormeshines 606.5. Satees ols apace 1.664 40.1 46.6 | 2.00 2.13 23.6 29.9 
On 20 mesh 0.832 CAE Lo bey é 2.70 2.31 16.8 46.7 
Mme So UNESHY oh eciscea ee ae mw oe ee 0.416 14.2 81.9 4.35 | °2.63 18.2 64.9 
OTAOOMMES DG 2s, ciyre oy etetee Ate 0.208 Sates 9056 5.60 | 2.95 14.3 79.2 
OnvlOO! meshes coo ee reese oe 0.147 4.1 94.7 6.20 3.08 Toe 86.7 
One5O mesh csc. Paees renee 0.104 2.6 97.3 7230 fi eoe20iae 5.5 92.2 
‘OnzZ200 "meshes ews foe ee 0.076 0.7 98.0 | 8.40 8226 4) 2.2 94.4 
Through 200'mesh....1.......- 1, 0086 2.0 100.0 | 10.10 ,; 3.40 5.6 | 100.0 
Total. wamccet aint meine roin ae 100.0 100.0 3.40 3.40 100.0 100.0 
Original:samples ccs soostes 5 I I lee ee 3.70 


This material is elevated and distributed to any of the five mills — 
operating, two of which are equipped with model DS D 8 by 25 ft. Dorr 
duplex classifiers in closed circuit. The discharge of the mills without — 
classifiers is elevated by a 4-in. Wilfley pump and can be sent to the — 
feed launder of either classifier, as only one classifier is needed most of 
the time. 


Data on WILFLEY Pump FoR ELEVATING GRINDING-MILL DISCHARGE 


Size OL DUMP ae ee ees oa No. 4 
Revolutions per minute.................. 1080 
Drivel ss oe rete rere mop eeRiht terete sic 10-in. belt 
Gallonsiper mtn tomes enn rene 150 
Ratio, waver torsos eerie ne nn oe: 1 to 1 
Dryatons per bourke aeerrr ciate eee ee 20 
Discharge littatcet seme eee ere cree 30 
IPressUrer at) Pulp, sp OUI s antenna wn SOQ) 
S1Z610f pipe; alc heshe aeae eee ae eee 4 
engthkofspipe i Cotes ene tee 30 
Intake head above pump shaft, inches... .. 20 
Size Of: pipe, ine) Gace ee 6 
Leng thiofipipe inches eine 6 


| 2 per cent. + 20 

50 per cent. + 100 
3.00 

90 per cent dolomite 
10 per cent sphalerite 


Specific gravity of solids................. 
Character. .0(5) ate seen ee E 


The pump is fed through a concrete sump 4 ft. Square, in which 
near the top is an inclined 14-in. round-hole screen to collect trash. The — 
pump requires a new cover and impeller once in about 8 months. 


ROBERT AMMON 1047 


The Dorr classifiers are equipped with four water nozzles of 3¢-in. 
diameter just above the rake line at the overflow end; this is to prevent 
the caking of the limestone above the rakes and the choking of the 
‘machine. Classifiers are elevated 314 in. per ft. and make 26 strokes 
per minute. The products of the classifiers are as follows: 


¥ 
DoRR-CLASSIFIER OVERFLOW 


| 
| | Solids | | ’ Zine 
oc e 
Screen Size fae Cumu- | Gum Cumu- 
| = ers fe Per lative es ay, | lative Per lative 
| Cent. Per | CG ee Assay, Cent. Per 
| | Weight | Cent. | tee Per Total Cent. 
| Weight AG Gents Zine Total 
| Zine 
FE | 1 or) 
BiremGh incehi..-s.-.-.<-0.--0s G.20s, 1° 5.4 | Sa~ otra | 0.78 0.9 0.9 
PiatOOMMOS Ha. 'cec.)s2.5 on gs 2a ote 0.147 Hew Weed 1.70 1.40 3.9 4.8 
BaetoOrmesh nec. een « beds 0.104 ALO 27.4. 4 63280 2.36 8.7 13.5 
mimeOOnMesHs ./1.55 ce voce. s 2 2.f/ VOLOTG 17.3 | 44.7 | 5.65 3.63 20.3 33.8 
rough 200 mesh..........<5; | 0.076 | 55.3 100.0 | 5.75 4.80 66.2 100.0 
| 
“UGG Sy A es ee | 100.0 100.0 4.80 4.80 100.0 100.0 
| | 
OIG SA es BE ee neo Sk oe oe cee Sere 4.80 
DoRR-CLASSIFIER RETURNS 
] ] 
| Solids Zine 
Size, | | “ ie Cumu- 
Screen Size Milli- | | Cumu- Assay, Cumu- Per lative 
Totem) eer | lative P lative CG P 
Cent. | Per er Assay ent er 
| 6 Cent a Total Cent. 
| Weight Cent. Zine | Per Zinc Total 
Weight | Cent Zine 
nmeoOrmesien. ose 5 sete eis 1at | 0.832 | 3.3 3.3 | 0.90 0.90 0.3 0.3 
Bynme So Mesh xsj20c cone ven Ossie ie 16:3 19-6 | "3.15 2.80 53,2! Dial 
PinweGD MESH Se, weet ew eso | 0-208 || 43.4 63-0 |" 6:80 5.50 30.8 36.5 
mDTIHOO) MESH «rece sre3 Els eoeenerste 0.147 | 18.7 81.7 16.00 | 7.88 30.8 67.3 
Reto) Mesh ec.s5..%.5 5.9 Sesto 0.104 Ts) 89.2 23.00 | olive || BERG) 85.3 
Rine2ZOQ0 meshi..cac.2soeseae | 0-076 4.8 94.0 18.50 9.65 9.2 94.5 
Through 200 mesh.............| 0.076 6.0 | 100.0 | 8.90 | 9.59 5.5 | 100.0 
| 
| 
“THORNS Baca: MOLE eae eens | 100.0 100.0 9.59 | 9.59 100.0 100.0 
| 
Oncedinall CaimtglGe ps peceepoes some coo Se omnes Saco anos oom enc 9.20 


All the grinding mills were originally pebble mills but four of them 
have been converted to ball and rod mills. Pebble grinding has proved 
very cheap, but on account of grinding coarser material and lack of 
capacity, the mills were converted to ball mills. Size D Danish flint 
pebbles and 4-in. quartzite cubes from Iowa are used in one mill with 
Forbes manganese-steel lining of the design shown in Fig. 10. 

Local hard iron lining is used in all other mills with both steel and iron 
balls of various makes. The rod-mill practice, as an operation, is more 
expensive than ball-mill grinding but produces a more granular product. 
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Lining of the 514 by 22 ft. mills weighs 33,101 lb. and lasts one year — 


at a cost of 1.5 cents per ton of finished material. 


The test results of two mills showing average prac ' 
a It has been found that in addi- | 


use of iron cubes has been discontinued. 
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Fig. 10.—Fivn-Bar PATTERN, FORBES TUBE-MILL LINING FOR FLINT PEBBLES. 


tion to rod consumption shown in the test, the flat and small rods dis- 
carded amount to 0.70 lb. per ton, which makes a total rod consumption 


between 1.70 and 2.00 lb. per ton finished of material. 


The test results 


submitted were obtained while producing a finer product thanis now made. 
The overflow from the Dorr classifiers, together with the dewatering 
overflows from the jig department, are thickened in Dorr thickeners to 4 


— CO 
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o 1 dilution and pumped to the flotation plant. The Dorr overflow is 
clear water for re-use in the mill circuit. 


__ Dara on Witriey Sue Pump ror ELevatine Freep to Froration Min 


‘ 


ida Of DUD cee Ce. ess, No. 4 
Revolutions per minute.................. 1200 
DEWVO25:.”.. Fie APE MO ERASE... Joan, 10-fn. belt 
Cyalions, per minutes ere etc a. i. ask. 325 
USC Me i rs -4tol 
Wry tons per, how. aes set ses cos) tice) 30535 
Discharpe lift; feck peewee seins 2 i.c ns sas 75 
Pressure at pump, pounds................ 35-40 
ize OF pipe. inches senate... oe et 6 
iene th of pipe, teeteememereee ©. sete: S00 
Intake head above pump shaft, inches..... 30 
: mize Of pipe, inGhesemeeeei os. sh5- os eo 6 
} eneth ot pipe tectaws-reaaaet re. -css< sO 
’ VCS RE 5 +te...; ee Re So Ae tee 20 per cent. + 100 
SPecluc STaviuy Of sOuds mwa. oe. a 3.00 
90 per cent. dolomite 
@haracter: §. S22 wey oe occas ess | 10 os SS eee 
BTECRETAC Vos oe eS aol ae ae, oo TSS oi 44.4 per cent. 


FLOTATION DEPARTMENT 


The flotation feed, averaging 3.9 per cent. zinc, thickened to 50 per 
cent. solids, is given a preliminary mixing with reagents in a three- 


vi , | ae EP eee 
qe an #2 
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Fig. 11.—PRELIMINARY MIXER FOR REAGENTS. 


compartment chamber and floated in seven Janney rougher cells in 
series arranged for gravity flow. The froth of the first two cells is 
cleaned in a two-cell series Janney cleaner and froth from the last five 
rougher cells, together with cleaner tails, comprises the return middling. 

The original feed to the flotation mill is thickened to 50 per cent. solids 
in four 30-ft. Dorr thickeners discharg ng through 4-in. lines, which are 
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controlled by stopcocks placed close to the tank bottom. ‘The feed is 
given a preliminary agitation in a three-series compartment chamber, 
shown in Fig. 11. Each compartment is agitated by a standard vertical 
Janney motor equipped with one 13-in. diameter blade. The function of 
this mixer is to incorporate thoroughly the reagents with the pulp. The 
construction is entirely of wood. Reagents used are General Naval 
Stores No. 5 steam-distilled pine oil, commercial copper sulfate, and 
thiocarbanilid. All the copper sulfate and thiocarbanilid are added at 
the entrance to the mixer together with 70 per cent. of the pine oil used, 


= aa SR. PM. 
pp Sngle Carr Fall 


Dorr Tank 


8-Inch Sprockets 


25-Tooth Ratchet 
Side View 


Fic. 12.—THIocARBANILID FEEDER. 


one-half of the balance being added to No. 3 rougher cell, and the rest to 
No. 5 rougher cell. All return middlings, consisting of cleaner tails and 
the overflow of the last five rougher cells, are returned to the middle 
chamber of the preliminary mixer. The thiocarbanilid is fed at the rate 
of 25 gm. per min. with the feeding arrangement shown in Fig. 12. 

The cam on the driving shaft lifts and drops the thiocarbanilid hopper 
14 in., thus keeping the reagent from arching over on the hopper. The 
small sprocket chain driven by the Reeves variable-speed control feeds the 
reagent in very small amounts with perfect regularity. 

Copper sulfate is made into a 20 per cent. water solution in lead tanks 
and fed through a rubber hose and petcock by gravity. Pine oil is fed 
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. 


from the main storage tank by gravity through a petcock. Return mid- 
dlings are fed by gravity through an 8-in. pipe from a circular wooden 
surge tank, the discharge being regulated by a stopcock. | 
Liners and impellers made by Kellar Foundry Co. of Knoxville, are 
: used. Impellers are spaced 1244 in. between blades with a 13-in. diam- 
: eter blade on the bottom. Liners last 18 months and impeller blades 
-10months. Spitzkastens on the cleaners are of the type shown in Fig. 13; 
_ those of the seven roughers are of the same construction but only 24 in. 
wide. The first two roughers are equipped with double spitzkastens, 
while all other cells have but the single spitzkasten. Skimmers are used 


f 


WS $Y fe el 
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Fig.-13.—DEtTAIL OF SPITZKASTEN FOR JANNEY CLEANER CELL. 


on the two double roughers and on the cleaners, as the froth on these 
cells forms a dense compact blanket mass. 

The tailing, averaging 0.09 per cent. zinc with 1.70 to 1 dilution, is 
pumped through 1500 ft. of 6-in. pipe to the limestone plant. Concen- 
trates, averaging 60.50 per cent. zinc and 40 per cent solids, are pumped 
through 450 ft. of 4-in. line to the concentrate-drying department. 


Fiotation Puysicat Data, JANUARY—Marcnu, 1924 


Thay (Rete, (ols Wa5 ode bation 60 ons OAT Uae eee eee ee 58,634 
AGRE RY So? COMits PANGS name eho oa ener Sem memoeeDoa 3.90 
0.09 


WWesayepeliCelun Zl Cuballs ii. -laiemctdi ies. 8s eee vine ase ee 
Assay per cent. zinc concentrates..............2.-+++-+eeees 60.64 
Binervollypermtomt eed mpOUNGSarrriee miei te + ciel a(eleeleicieueeoels 


Copper sulfate per ton feed, pounds..........-..-+--++eeees 0.313 
Thiocarbanilid per ton feed, pounds...........-----+--++-+- 0.114 
TOS@ gn Tails (ok OS 0 ee | ey Oe SP 97.80 
Electric power, kilowatt-hour per ton feed................+--+. 2.98 
200 


Gallons fresh water per minute.....-....6.-.20-++22se+seers 
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The two principal features in the control of the operation of the cells 
are the necessity of a heavy dilution on the new feed and the use of plenty 
of fresh water to dilute the cleaner feed. All the fresh water used 
in the plant is employed for diluting the cleaner feed. Mine water is 
used for this purpose in order to insure a uniform clear water supply, as 
occasionally the main mill-water supply is contaminated because of 
faulty settling in the mill Dorr thickeners and to heavy rains, which are 


frequent. 
department. 


tion cells, with dilutions, is as follows: 


Assay PER CEnrT. 
INC 


No return water of any description is used in the flotation 
A general distribution of the values throughout the flota- 


DiL,uTion, WEIGHT 


WaTeR TO Souips 


New f6ed cy).cc0 tei oie Aas Er eS 3.90 4to 1 
New: reed dewateredn one sos ee eee: 3.90 1ltol 
Machine feéd 3 402) cc See icon ceeds cs 4.15 2.44 to 1 
Plant: tails... gecranaes acre wee aCe ere Sec 0.09 1.70 to 1 
Plant concentrates (cleaner froth)............. 60.60 1 to 1 
Cleaner feed (before adding dilution water)..... 48 .00 3.82 to 1 
Gleaner’ tails acerca bikes aoe ee oe 22.80 152 tol 
Bova) anogni cd clint eee ete ee 7.50 7.32 to 1 
No. 3 rougher cell froth overflow.............. 8.00 3.62 to 1 
No. 4 rougher cell froth overflow.............. 4.45 5.01 toa 
No. 5 rougher cell froth overflow.............. 2.20 5.0L to 1 
No. 6 rougher cell froth overflow.............. 1.40 5.06 to 1 
No. 7 rougher cell froth overflow.............. 0.70 5.07 to 1 
ScREEN TxEsts oF FLOTATION PRODUCTS 
Feed Concentrates 
SOTePELRISE Moped Cenk Cumulative, Pert Gent Cumulative, 
| Total Solids | Pes Cent. | Total Solids | Pex Cent. 

On S65: mesh 8.0 8.0 1.4 1.4 
On lO0smeshicata eee eee te 1258 20.8 6.5 7.9 
On 150 Tneshi gene oie tenn eee 14.0 34.8 12.9 20.8 
On 200 mesh... 555i. sais ae eras 16.0 50.8 16.9 Bi hatl 
Through 20 0imes hens ee 49.2 100.0 62.3 100.0 

ITOtAL ce ete ek eee ee 100.0 100.0 100.0 100.0 
me 
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FLotation Tarns 


Solids Zine 
, Z Cumu- Cumu- 
Screen Size Per os Assay, | lative Per lative 
' Cent. Perk Per Assay, | Cent. Total 
Total Cent Cent. Per Total Zine 
Solids Solde Zific Cent. Zine Per 
Zine Cent. 
7 Se ee ad ie PE 
| 
SEEMED mech... |... een peso 8.8," 0,08) 0008 | te7.8. |) 7.8 
; BinmrOormesh s. 2... |. «22. 2a eee ee BBS | gop yaal 0.07 0.08 9.9 17.4 
ReTmInOEmnenh. 0, 2 ct. i. a ae een 14.0 | 36.0 0.07 0.07 10.4 27.8 
2 SIDS eS tk Ck 12.9 48.9 0.09 0.08 12.3 40.1 
seurough 200 mesh... ...% .ceceoseeecs cs 51.0 100.0 0.11 0.09 59.9 100.0 
LINE ey Ea etn a St 100.0 100.0 0.09 0.09 100.0 100.0 
ee ee ee eee eee eee 


OPERATING Data or FLoTaTion WILFLEY Pumps 


CoNCENTRATES TAILs MIppLINa 
BPEROROLSDUINII A 0's 2 0.55103 0% bie e see No. 4 No. 4 No. 4 
Revolutions per minute............... 1200 1200 960 
SPPER VC Rees oa a's Gece sik Nave iG the eee 8-in. belt 8-in. belt 8-in. belt 
Erallons sper minute: .... 22.26 .<2.<.+- 20 250 200 
ie CeCONS PEF NOUL. ....c 2.2. nc sree a3 he 3 30 8 
PRIBONArTE Tit: EOL. sss tle <p aele aoa te koe 5 15 45 
Pressure at pump, pounds............. 5 15 20 
BYSCTOL PIPE, INCHES. .....- sense kansas 4 6 4 
Menrthiol pipe, feet.......0<ccescoee ese 450 1500 80 
Intake head above pump shaft, inches. . 18 36 36 
Rize (OF PIPE, INCHES... 66.006 wee sce eee 4 6 4 
Brength Of pipe, feet... ... 2.0 .saens 2 oe 1 8 4 
yout eee eye 2. eee). c. gerne eases 5 per cent. + 100 22 per cent. + 100 10 per cent. + 100 
BREE E CEM? Sa fee con Baas. «, asad Gmianeeic Sphalerite Dolomite 10 per cent. 

sphalerite 


90 per cent. dolomite 


FLOTATION OPERATING Costs 


ITEM CENTS PER TON 
Dry FEEp 

NFA OLE (GELS LOUS) enema eet me eS or aL Geile con Asien p= 2.18 
Slipaesaatsren! (Come) 95°90, o ake ea anc aoe A) en ce Oe eee 0.80 
upples Oily waste, BOAR etGs) cute cyse ess ces ce eee eee eee 0.28 
TROBE), cos. erro, conte Gualdes oo Se Seco of nO 0 trict ene ae eae ee 6.82 
Tnvoyayriunsy navel Weel, . oon Boece cd oac 6955 00 aa Oe me eae 0.68 
PM Bs ncn ad Saoee ooaG be Ooue On UIRT LOT OT OF Teen ne eae nC nenaD 2.53 
NSS ohetee A stoe oy pi Soe. enon ov 60 hh a 3.66 

Ro talaquithoupomealties) semis... oo i i 16.90 


This cost includes operation of Dorr thickeners and middling and 
concentrate pumps but not the tailing pump. The power cost includes 
0.15 cents per ton charged for air used in operating automatic samplers. 


MILL-WATER SUPPLY 


Water for the mill supply is pumped from the creek mill race, a 
distance of 600 ft., with a 2000-gal. Prescott pump. At the mill Dorr 
thickeners, a 2500-gal. Prescott pump takes the overflow from the tanks. 
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Both these pumps discharge into a steel standpipe. Gallons pumped per 
minute, 4500; tons of water per ton ore, 11. Fresh water used in 
flotation department is from No. 1 mine. 


CONCENTRATE DRYING AND LOADING 


Jig concentrates are crushed through 10 mesh mixed with flotation 
concentrates, dried to 0.30 per cent. water and shipped in bulk in box 
cars, to the plant of the American Zinc Oxide Co. at Columbus, Ohio, 
where it is converted into high-grade zinc oxide. 


JIG CONCENTRATES 


Jig concentrates, comprising about 30 per cent. of the total production, 
are trammed to the drying department, screened in a 4 by 8 ft. trommel 
through a }-in. round-hole screen operating in closed circuit with a set 
of 12 by 20-in. rolls. The undersize of the screen is conveyed by a 12-in. 
screw conveyor to a 75-ton wood storage bin above the dryer, to which it is 
fed with an oscillating tray feeder. The crushed jig concentrate joins the 
filter cake at the feed end of the dryer. The moisture in the concen- 
trates (2 to 4 per cent.) is just enough to make inefficient screening. This 
is overcome by using a hot-air blowpipe along the face of the trommel, 
the air being heated by a coil in the discharge end of the dryer. 


FLOTATION CONCENTRATES 


These are thickened in a 30-ft. diameter by 20-ft. deep Dorr thick- 
ener to 50 to 60 per cent. solids and filtered on a 5 ft.4 in. diameter by 8 ft. 
Oliver continuous filter, using 24-in. vacuum and 8 to 12 lb. air for blowing. 


Data ON OLIVER FLOTATION-CONCENTRATE FILTER 


Solids filtered per 24 hr., tons................ 50 
Filtrate, gallons per minute................ 8 
Capacity per square foot filter area, pounds.... 1096 
Cakes incl save cm ated ied are ee nes 1-56 
Moisture in cake, per cent. . s Aare oO 
Density pulp to flier per bent eve 4 bie SPUOee 50-60 
Speed of drum, minutes per revolution........ 6 
Pulp level below drum center, inches......... 24 
Submergence of drum, per cent.............. 25 
Weeuum Pumpin: ss va oe See eRe Oliver Type M.O. Belt-driven 14-in. 
diameter by 8-in. stroke 
Vacuum pump, revolutions per minute........ 188 
Vacuum pump, displacement, cubic feet per 
MINUtE? cess od ee Dette a ete ee ee 251 
Vacuum maintained, inches................-.. 20-24 
Displacement per square foot of cover, cubic 
FOOG os o:eie's egeisiad oso: 575 ae nae 1.9 


Solution pump 


Solution pump. ...:...0e ee he eee 9-in. runner 
Solution pump, revolutions per minute........ 1200 
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Sg} 
Oscillating rake 
Oliver 3-0 canvas 


No. 14 galvanized steel 

16 wraps per foot. 

Scrubbed and washed every 6 days 
See under flotation plant 


; The filter cake is discharged by gravity onto a 12 by 28 ft. Lowden 
dryer fired with 28 gravity fuel oil. With oil firing, there are practically 
no repairs to the furnace or dryer, the plates on the dryer top lasting 
indefinitely. A Bristol recording pyrometer is used for operators’ con- 
trol of the temperature. 
The dryer load averages 75 to 80 tons dry concentrates per day with 
an oil consumption of 514 gal. per ton of concentrates dried. 


joe’ TR Ap IESORPM. Motor 
Gl heir beg 


Box 34136 Outsideload x 
with Scrap Tron 


es ka 49: 
30’ Track Gage 


Fig. 14.—CoNncENTRATES CAR LOADER USED. 


To prevent dusting at the dryer discharge, a screw conveyor seal is 
used; this is so regulated as to keep a bank of material over the opening 
into the conveyor, thus preventing any air escaping from the conveyor. 

A Link Belt all-iron elevator raises the dried concentrate to a 20 by 20 ft. 
| circular steel bin from which it is loaded by one man, using the type of 
| loader shown in Fig. 14. This loader has a capacity of 30 tons per hour. 
Very little dust loss is incurred, the cars being loaded in the open. 


ConcENTRATE HANDLING Costs, IN CaenTs PER TON 


ITrM Hanpiep Torta SHIPPED 

Tramming, crushing and screening jig concentrates........ 41.48 10.50 
Pumping and thickening flotation concentrates........... 6.52 4.70 
iltering flotation concentrates:...01.--2 +0 -2as-e eee ee 23.71 17.70 
Drying and elevating total concentrates.................. 62.17 62.17 
Ey, Soe OR aoe aoe Aub Dee aoe.) te ane aa 13.93 13.93 

| Mico Henle ines COS tne aside eee ec sie cits = gs 24-6 = se =e 109.00 109.00 

/ 


Mint SAMPLING 


Different sampling devices used throughout the mill are shown in 
| Fig. 15. Car samples are obtained with the gun sampler and jig concen- 
trates are sampled as trammed from the Jigs, with the pipe sampler. All 

VOL. LXxI.— 67 
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40-TON HOPPER RECEIVING MINE 
RUN ORE DIRECT FROM 5 TON BALANCED 
SHIPS. NO. 25HAFT-42" STEPHENS — 
ADAMSON PAN FEEDER. RATCHET 
AND PAWL ORIVE @ 9 FT. PM. 


NO. 8 CHALMERS & WILLIAMS BRONZE 
BALL GYRATORY CRUSHER 

WK GRUSHTO4!-A5 RPM. 

= _ 3O'GOODYEAR BLUESTREAK BELT 

X CONVEYOR-28'10NG --9°2 "FISE-356FT.PM. 

Si EQUIPPED WITH 54}, if N04, Hee eA LIFTING 
|GNET MFG. BY ELECTRIC CONTROLLER CO. 

27AMP. 220 VOLTS. 


45°S10PE MANGANESE STEEL PLATE SCREEN 
B*THICK 96" 36" PUNCHED WITH 2° 9 HOLES 


48 CHALMERS & WILLIAMS HORIZONTAL , 
STYLE "C"SYMONS DISK-MAX. OPENING /Yg, 


20'GOODYEAR WYOGA BELT CONVEYOR 
FED BY OSCILLATING TRAY FEEDERS. 
MUTTON errear 
MERRICK AUTOMATIC WEIGHER 


NO.2 MINE HEAD AUTOMATIC AIR 
SAMPLER TMIN.CUT 


NOU HEAD SAMPLER AUTOMATIC. 5x, 
gid it DAHPIO' 
22” WET ELEVATOR GOODYEAR. need 
COMPASS BELT STEEL CUPS |e "CENTER Pe 
TOCENTER 25 HIGH 425 FI. PM. 


SS/EVECLOTH NOM STEEL RATE 
“SLOTS 151" MIDDLING TO POLLS 


22 "GOODY EAR COMPASS ELEVATOR. 
STEEL BUCHETS SPACED [6 "CENTER 10 CENTER 
446 FTPM. S5*O" HIGH 


S _ 30GOOnYEAR BLUESTREAK HORIZONTAL 
i) 
1 
' 
' 
i) 
' 
\ 
\ 
i) 
1 


2 COARSE CRUSHING P. 


CONVEYOR. /4-0°LONG 330 FT. RM. DELIVERS 

70 CENTER OF STORAGE B/N 5 so pe 
T NO/4 STEEL PUNCH PLATES 

PA ia Saad 

EACH SIDE FOR HAND LOADING TRAM BUCKETS. 223 CELL COOLEY TIPE BULL 


AGS-825.PM. CELLS 36148" 


BIN 28430'-28 ‘DEEP 5" PUNCHED PLATES HIDDLIMA 


& 
| FROM ALL HUTCHES FLOW 
| CMTMUOUS ep 
| —syrov am RELEING MIE 8 + AUTOMATIC All 
| RUN ORE FROMS TON BALANCED.SHIPS = | VG TAIL (MIN.CUT ; t 
1 NOISHAFT-42"S AH.PAN FEEDER g |. ZANDEN TAILINGS ELEVA, 2-DAH.P30" 
| RATCHETANOPAWL DRWESFI.PM. S | GOODYEAR COMPASS BETS. 22 NEEL 2 DIA BPA 
\ NOS CHALMERS & WILLIAMS BRONZE % N CUPS JC VATS ROTATE EIT 68 2-7 PLY BELT 
; SISalS | " 
, BALL GYRATORY CRUSHER-CRUSH 104 S ‘Ss RECLAIMING ELEVATOR Fi 70 STORAGE 
3 SISHS AL STORAGE GOODYEAR COMPASS BEL PUP SE ny 
30"GOODYEAR BLUESTREAK BELT SSNS S 2esrer sucnersie"cenTeR ||| | SABLE 
ania aim eS | dee 
SS ‘4 LIFTING MAGNET MFG. BY THE SIESIS © HONE RISE BISIAIME ved 
Q ELECTRIC CONTROLLER CO. S/S Q|s SO “BALLAST AND GM ERCAL STONE HK] 
uy 27AMP 220 VOLTS. SISS|s STORK CARS be 
S a AAEM TE, seslg ||8 BY | Hse 
SS ; S 
SS PUNCHED WITH "HOLES. Ss Q]S S _ELEVATOR FOR GRAVEL WASHEDS pd 
% SSylS 1 THROUGH CARS GOODTEAR SR | a. 4.P30% OVERFLOW 
AB CHALMERS 8 WILLIAMS S/S S]x SS COMPASS BELT 22 ‘STEEL CUPS SIS | DIA. BP? 70 RIVER 
S HORIZONTAL STYLE'C" SYMONS, & =\S RS 16"CENTER TOCENTER 26 HIGH ES | 7PLY BELT 
1, AISEE CRUSHER- MAX. OPENING I'fg =SRss Aad SS RSS 
2 SISSiS | AGL GUT ELEVATR GCOS 9 
S SISSIS || | @teneemcicniomoys | Daszee"| 
S SIS8|§ | SPEED 450 FEM. RY] /Ptyeeir 
30 ROOOIEAR COUGAR BELT “SSRlR \ GALLEN CONE 8 ©) 
S WEED CONVEYOR FIRSTS2", 6rybeT SIRS | NO2 CHAT ELEVATOR GOODIEAR YS 
= /3-O"RISE BALANCE 107! 23°0 RISE SSS | COMPISSBELT 22"STEEL CUPS DA 1.304 
 SPEEDSIO FI. PM. NSN \ /6°CENTER TO CENTER 4S HIGH WA BP 
; SSNS H FI.PM. VAYBET $ 
SSN NOI TYPE MITCHELL VIBRATING 
RIAN | SCREEN48§T2"3 MESH 9 WIRE 
' t 
NO.I ISO-TON STORAGE BIN | seh ae FELD NALS TOOK? 
I >t 1505 e CO. GARFIELD ROLS I0ORP, 
N2 300-TON STORAGE BIN | TIRE STEEL SHELLS 
y © pias pu HS PHEE NOE, 
2-24 INCLINED GOODYEA Se ide NY 
cOWIBY ORS SO Ole Olase SAP S PMcen Sreek nes fa)" 
ITH 5442"NOATYPESA LIF 
MAGNETS MFG. BY ELECTRIC CONTROLLE PCO (© JAILS TOBALLMILLS 
BLAU LEONE. 2 a2-bemres2c% 
S 24 TEEL 
CUPS TeteMee TOCENTER 
2 SETS 541 20"POWER AND $2 GH SSID BOLL EM. | Dia apg . 


> GOODYEAR COMPASS BELTS 


> PAGEL COOLEY TIPE CLEANER 
‘S MG 2005 PM.CEUS28'r42" 
NO/4. PUNCHED STEEL PLATES 
WwW Feil SLOTS LAST HUTCH RETURNED 
> SHUTHESJNG CONCENTRATES 
TAILS TO MILLS 
US, CONCRETE MILL CONCENTRATE 
1 SIN. SOTON CAPACITY BOTTOM 
G DUMP 


MINING MACH, CO. GARFIELD 
ROLLS MANGANESE STEEL 
SHELLS 92R.PM. 


2-22 "GOODYFAR COMPASS 
FLEVATORS 22" STEEL CUPS 
I6"CENTER TO CENTER 63'HIGH 
425FT.PM., . 
__A-4-48196 TROMMELS $ HOLES 
US RPM. SLOPE /"PER FOOT 

B-NO.2 TYPE MITCHELL 
VIBRATING SCREEN 484 72"N0.9 WIRE. 
5" OPENING 

24"GOODYEAR BLUESTREAK 


TPLY BELT 


TAILS 


20 DIAMETER TANK 


> 


HORIZONTAL BELT CONVEYOR yeetT Co 
ii AE Ene 6A BELT (¢) 
cea guna | ephonrg si 

; p "EEL CUPS, 
TRIPPER FOR DISTRIBUTION IN BIN Coy, IBCENTER TO CENTER HEIGHTOS’| | py. p<) 
FIRSTS5"' 20°‘O"RISE BALANCE 54 SPELDISE FT PM. GOODYEAR DARE Oj 
HORIZONTAL 320 FI. PM. COMPASS BELT 7PLY BELT 


2500-TON STORAGE BIN. 
FLAT BOTTOM EQUIPPED WITH 
/4 OSCILLATING TRAY FEEDERS. 
28 CUTS PM. BIN 30'x 60'x 24'DEEP 


CLEANER AND SAND JIG 


JIG CONCENTRATES 
OVERFLOW 


~===-=-=---=-—-SECONDARY CRUSHING PLANT---=-~--~----- 
OVERFLOW FROM DEWATERING CONE 


» 


FLOW SHEET. 
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2.8'0% L 
ts SM ea eang ne an Re 


' 
7 1 
H : 
' 
| £ge Eievaror 2251 curs, | Age 458 con i 
| Iam TEE Crs | ALreR eT ameW OCLATING 
| SPEEDISOFLPM GOODYEAR \_ AGITATORS NQ3°O CANVAS COVER 
| COMPASS BELT | CAKE Ib" AVERAGE THICKNESS 
1 adel eoranens See Ga cae 
Bulle sonPome romero | a sant | a DUMETER CHNDERS Hone 
'S HERRINGBONE GEAR REDUCTION. S (24280 FREDLOUDEN 
23REM BALL [04D 1600028. No.| = DRIER s 
No2 YER-2% SPM. 10°STROKE. 
St LOCAL HARD IRON LINER SS SCREW CONVEYORS TOELEYETOR 
@ N02 THO PEM PEBBLE iLL e xj 
COWERTED 70 7x10 RODMILL ROO iS 
© Lynd 0018 2% sRooseoS = © _ -6OL INK BELT ELEVATOR NOS 23 
Nf, Bs 2 = KE-GUINEVERY FOURTHLUNE ONE 
SS SS 855 °CUP SPEED 270FIPM, ‘5 
ES & 
RS 
Ss 


Q 

gx 

oe 

o_,,J-£0820 GRCULAR STEEL SS 

=> CONCENTRATE STORAGE TANK tel 
QR 
So 
Se 
® 
> 


S Bei ELT OAV IG RPM 
S LOCAL HARD IRON LINE! 
DQ 28i25MODELD DUPLEX DORP 5 
ZS CUSSIFIERS SLOPES," 26 SPM. 
QO NOZIs(2 PAM PEBBLE MILL NOS 
S SURF RECT CONNECTED HERRERO WO NOs 
SS Lwer TOAD 2200008 PERSIE 
NO485-Sfos22ALLUISCHALML 

WS PEBBLEMLI CONVERTED TO BALL 

MILL. LOAD4Q00018 2”BALLS. 


Tay = CAPACITY SOO TONS 
wo, [SCREW BOICAR LOADER 
= 
| SPURGEAR BELT DRIVEN IZ0R PM 9 ROUTAN TOAL 
* LOCAL HARD IRON LINER. RES BH BH LQE TEAS 
' (N04 MILL-ZORPNOSMILL (38 HP 3 
Us 
1 NOFWILFLEY PUMP /080 RPM. ES _ehrevaror #8 STEEL CUPS 
SS S2CMIERTOGNTER 240 FTPM 
| S GOODYEAR COMPASS BELT 
\ DB A418 TROMMELSLOPE 2"PER 
we SO DR NS pen & FOOT (5 FOND HOLE SCREW TRPM. 
' ae S  RSCREW CONVEYOR 45 RPM. 
' 1 _/-/2x12# ALUIS-CHALMERS AMAL 
| ae 1 ROLLS BORPM TIRE STEEL SHELLS 
| PER 2MINIBSEC. | _ 25TONJIG CONCENTRATE BIN. 
| FLAT BOTTOM HOPPER 
SS 7, 
i 2-50 DORP THICKENERS CLEAR 
= | OVERFLOW | R.PM. 
Q ' 
CONCRETE SUMP HITH REFUSE ' 
S SCREEN HERFLOM TORE FMR, f 
-—S 1 
& i | FI4O1/4 PORTLAND CONTINUOUS 
ee 1 VACUUM FILTERS J REVPER THIN, 
<<. MESABA TYPEPLUNGER PUMP B ‘B| ele Ore: 
NE | A-16' INCLINED CONVEYOR GOODIFAR 


| WYOGA BELT-FIRST 65 HORIZONTAL 
1 NEXT/28*29'RISE BALANCE C26" SS 
| HORIZONTAL SPEED 250FT.PM. BS 


BB-20RYER BINS 424/54 /4 DEEP 


Trl 
Ll PLUNGER PIMP /4%/4 
~ 1000 GAL. PERMIN. | 


WILL WATER STAND PE 


MIDDLINGS NO OVERFLOW S 30-TON STORAGE BIN 


ee By 

a 

! yp" = 

\ E118 PRESCOTT HORIZONTAL x 

' DUPLEX DOUBLE ACTING ~ 

| PLUNGER PUMP IT00GAL. PER, 

' 

' re 3 
| CONCRETE SUMP FOR FRESH a > = 
| WATERSUPPLY FROM MILL PACE — = ¥ 
eee WAST fi Si 24 'ycHT cownrordolons 3 
aes le eth prop 8 
FRESH WATER FROM /2"SCREW CONVEYOR IBLONGS 

MILLRACE = /00R. PM. 4 

1 CONCRETE SUMP AND AE z 

BAL SC TUBE MULLS WITH CHILLEDLINERS 

|“ NO4 WILFLEY PUMP IZOORPM. = (2 2/RPH BALL LOAD 400018 

; Y Ss D-lé'CONVEYOR GCODYEAR 

| _AUTOWATICAIR FLOTATION [— S AYTEMPBELT 550 LONG 6OPSE 

| FEED SAMPLER. TMIN.CUT J a 1 

| _4:3010 DORR TANK THICK- | HITEMP BELT485 LONGESTISEY_ 

+ ENERS | REVPER 3MINASSEC. , FT, 

| SPIGOTITOI 

JANNEY. ; oe H F a 

| MLING TANK WITH 3 JANN le 

| AGIIATORS STORPM, PINEOIL S31 | eretyopzoMTAL COMEVOR 5 3 
RS | | | AORIMS REVERSIBLESS LONG = = 
~ Ss] |! Se HORIZONTAL CONVETOR UNDER © 5 
= - prey “ la 

<) fihey RUGS OEM AS Ss] 1! DMS 5 1ONG SPEED 2HOFTPM DU HBO, 

lin -/6FLEVATOR /4. 

S WEPHOW TOCLEANERS 5 ST} i AT ren DA.BF oe 

“16 ELEVATOR 16 STEEL 

S MUESPIZALTERED 6 EMERIOCENIER BENCH SECITM 

S NEY MIDDUNECELIS, SS 6 CEM TOE NTER ce Hod 

S S70RPMOVERHOWIO 6O&§ j 

= /-SCREW BOX CAR LOADER 

MIDDLING PUMP. Ss | 

iS a) | CAPACITY ZO TONS PER HOUR 

: | 3-448 ROMMEL SCREENS 4MESH 

sf 1 SQUARE HOLES SLOPE /[p'PER FOOT, 

w | 5 2OTON BAGCER BINS IOk MEA. 

| LOOUBLE AND | SINGLE SPITZ) SA TUBE GATES FROM COAL STORAGE PILE BY WHEEL 
| ALTERED JANNEY CLEANERS fe acheiy Guus HME DBO 

| INSERIES 570 RPM, 1 opp PETRY SHING 2 

| NOAMILFLEY PUMP 960RPM) ! 

L  A'PLEVATOR JA STEEL CUPS 

; = /6'CENTER 10 CENTER 40 HIGH 200FTPM. 

1 2OKIOURCULAR TANK FOR S GOODYEAR COMPASS BELT 

16 'DISTRIBUTING FLIGHT 

' & CONVEYOR 

' AUTOMATIC AIP FLOTATION GGT YPEA AERO PULVERIZERS a 

| TAILS AND CONCENTR: = PUGGLES-COLES DRYE 

| SAMPLERS TMIN.CUT = 70 PUGGL 

| 2-NO.4 WILFLEY PUMPS 

' 1200R.PM. 

i) i) 

) i} 


FLOW SHEET, 


1060 MILLING PRACTICE OF AMERICAN ZINC CO. OF TENNESSEE AT MASC 


wet sampling is done with the air actuated device using cutters. These 
samples are taken once in 7 min., one air valve operating all samplers in 
any one building. For sampling the dry mill heads, the same system is 
used except that the cutter is suspended on rollers instead of being 
pivoted. All mill samples are assayed every 8-hr. shift and results are 
posted in the mill. 
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Fig. 15. —SAMPLING DEVICES. 


Mitt Power DistrisvuTion 
KILOWATT-HOURS PER TON 


DEPARTMENT HANDLED MILLED 

Nevis (ra Way: «5 aiseoisnatialistoloece toe IRR cree en ety eee aie 0.12 0.07 
Nos 1 coatse-crushin gap lanitii-n viene eee 0.89 0.35 
INOS 2 COATSG-CLUShIN Sp lanitic. cn cients elena enn mnenee nene 0.99 0.60 
JiggZing CEPAPUMEN'b Mere m cawinnc x,» choke ened ener eee ea 1.27 Ve20 
SHin @-crushin 21d e par bIien baie ister ci cen n re mentor 1.86 1.86 
Crrindingem yar Sfiicis adi ceos ls a Ae eR eae 10.71 3.53 
Classifying andithickeningyeehicn i uk ine eee 2.36 0.78 
Hlevating ig. Gals ieee eerie ces «2.0% cee | eee eee een 0.46 0.29 
Water, supplymiees cece cere ettcieni cr. sone Sea 1.26 
Pumping feedsto fotationneeenmeorctasoi., soe a0. inee 0.46 0.29 
Total wet: rail, 2ion cee RRS ooo oc. ee ae 10.30 
Plotation * 0.0563 ee ee ee eee asl 1.04 
Total milling = y:.c%s0. See eee ees ae 1134 
Concentrate drying*..,,.. 1 eee eee aaa 20.0 0.55 
Grand ‘total*. 5 co sence tee eee oA ie 11.89 


* Includes all air used in sampling and other requirements in each department. 
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Precipitation Efficiency of Zinc Dust in Cyanide Process 


By Ropert Lepson, Bergen, Norway 


(New York Meeting, February, 1925) 


Ir 1s generally realized that in cyaniding the precipitation efficiency 
of zine dust is due to the fine division or extended surface of its metallic 
Particles; but frequently it is thought that the presence of other metals, 
Say 2 2 to 3 per cent. lead, is advantageous, causing more complete precipita- 
tion. The results of testing about fifty brands of commercial zine dust 
have led to the conclusion that there is a distinct relation of precipitation 
efficiency to fineness and that the effect generally can be estimated by 
examining the size of metallic particles. The presence of lead was not 
found to be of any importance. 


SPECIFICATIONS 


Generally the term “97 per cent. to pass a 350-mesh screen, 95 to 97 
per cent. uncombined metallic zinc” is used by the leading European 
exporters. Among the many methods of determination of metallic 
zinc, I have found the iodine test (iodine in potassium iodide) very 
satisfactory and rapid. It has been controlled by the other methods, 
samples of the same product having been sent to three different analysts: 


BEPEHG MN G NOG: ccs sas ee eco sae 98.11 per cent. metallic zinc, 

Bolumetric method..........--.- 97.63 per cent. metallic zinc, Ledoux Co., New York 
Bichromate method............-.. 98.16 per cent. metallic zinc, Watson Gray, Liverpool, England 
Bichromate method.............. 98.20 per cent. metallic zinc, Norway Inst. of Tech., Trondhjem 


DETERMINATION OF PRECIPITATION EFFICIENCY 


The method devised by W. J. Sharwood! was used. The method 
sroved to be satisfactory, the tests being merely for the comparison of 
lifferent samples, hence the personal factor in manipulation was elimi- 
aated. As nearly all tests showed more zinc in solution than was 
.ecounted for by the silver precipitated, the term “dissolved zinc” was 
ntroduced—it means zinc dissolved by the action of cyanide and oxygen: 

Jn + 4KCN + HO + O = KeZn(CN)s + 2KOH; 


r more probably, resolution of its equivalent preci silver, as 
ests stirred two hours showed. 1 more pcueeolved zinc’ oe oe SELES 


1 Cyanide Drecintbaniaeea collection of articles. aon & Min. Jnl. (1914). 
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one hour. To determine “dissolved zinc” the silver precipitate was 
dissolved in nitric acid, silver titrated with thiocyanate, and solution 
titrated with ferrocyanide (after removing silver precipitate) giving the 
amount of intact metallic zinc left in the zinc dust silver precipitate. — 
The difference between active plus intact zinc,and total metallic zine is 
‘dissolved zinc.” 


Sources or Zinc Dust TrstEp 


. 


Samples 1 to 4 are American zinc dust; 6 to 8 are Norwegian, electro- 
thermic fumed dust; 9 to 14 are from an electrothermic experimental 
plant; 15, origin is unknown, sample was furnished by Ste. Generale 
de Commerce & Exterieur, Paris; 16 is Belgian dust; 17, German; and 
18, electrothermic blue powder (byproduct from electrothermic zinc 
smelting). Samples 4 and 5 were atomized, the other distilled. 


PRECIPITATION EFFICIENCY AS A FAcToR oF FINENESS 


The microscopic examination showed that the distilled zine dust con- 
sists of almost perfect spherules. The appearance is almost clean and 
metallic except in samples 16 and 17, where numerous particles of oxide 
are shown. ‘The atomized dust (samples 4 and 5) has a coke-like surface 
and is very coarse; especially sample 5, which was made by a 100 lb. 
air pressure. 

The number of spheres in a pound zinc dust, assuming the specific 


0.1 
gravity as 7. is — Fido , hence 


if the diameter is 1 mm., 1 lb. will contain 123,500 particles 

if the diameter is 0.1 mm., 1 lb. will contain 1235 million particles 

if the diameter is 0.01 mm., 1 Ib. will contain 123,500 million particles 
if the diameter is 0.003 mm., 1 lb. will contain 4600 billion particles 
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In sample 15, spherules of 0.003 mm. diameter were found to be pre- 
dominant, hence the number of particles in 1 lb. (89 per cent. metallic 
zinc) is 4600 billion X 0.89 = 4100 billion. In the precipitate was left 


28 per cent. of the dust’s metallic zinc content, the diameter of remaining 
0.1235 
intact zine spherules is then: 4100 billion = ~4;— X 0.28 and d = 


0.002 ‘mm. The original spherule was 0.003 mm., hence the thickness 
of active surface is 0.0005 mm. 
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In sample 8,’ the major particles were of 0.004 mm. diameter. The 
number of particles in 1 Ib. is 2000 billion. In the precipitate was left _ 


43 per cent. of the metallic zinc, then the diameter of the intact particle 


is 2000 billion = a = < 0.43 and d = 0.003 mm. The thickness of 


active surface is 0.0005 mm. and so forth. 

In the same manner, the efficiency of a zinc dust may be estimated 
on ake vaprieey of fineness as: 

3 =e 3 = 
Yord oo 0.001) eee + (d i 0.001)* x 100 

The diameter examined being 0.002 mm., the efficiency is 88 per cent. 

The diameter examined being 0.003 mm., the efficiency is 70.3 
per cent. 

The diameter examined being 0.004 mm., efficiency is 58.0 per cent. 

The diameter examined being 0.008 mm., efficiency is 33.2 per cent. 

The diameter examined being 0.01 mm., efficiency is 27.0 per cent. 

The diameter examined being 0.03% mm., efficiency is 9.7 per cent. 

The diameter examined being 0.07° mm., efficiency is 3.5 per cent. 

To get a fair comparison between the found efficiencies and those from 
fineness estimated values, it is necessary to eliminate what is called 
“dissolved” zine. ‘This is possible by figuring the precipitation efficiency 
from the difference of metallic zinc left in precipitate; which is here called 
“true efficiency.”’ 


TABLE 2 
Sample | True Efficiency, Per Cent. | Estimated Efficiency, Per Cent. 

1 32 27-33 .2 
5 11 About 11 
7 61 60 

8a 45 45 
Sb 49 49 
8e | 57 56 
9 (fal 63 

12 68 72 

14 (he) 75 

15 72 73 


From the foregoing data there is little doubt as to what role fineness 
is playing. The consumer frequently calls for high content of metallic 
zine, but mostly he buys in accord with the efficiency obtained in practical 
running. The producer should, therefore, direct his attention to improv- 
ing the fineness—under maintenance of the highest content of metallic 
zinc—until it becomes teal fume. 


a eee we to a just passing A a 350-mesh screen. 
> Corresponds to particles just passing through 200-mesh screen. 
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_ G. M. Brown, New York, N. Y.—André Dorfmann of the McIntyre 
Pe rcupine Mine made a similar test, some years,ago, relative to consump- 
tion of zine and the results he obtained confirm the statements in this 
rp paper. In addition to the amount of zine left in the precipitation presses, 
he determined the amount of zinc in the barren solution. As this solu- 

_ tion was recirculated through the system, he also determined the amount 
of zine precipitated from solution, in the ball-mill, tube-mill and agita- 
tors, before the solution was again returned to the precipitation presses. 


DISCUSSION 


Cuarues E. Locks, Cambridge, Mass.—The thing which struck me 
in looking through the table is that the maximum figure is about 60 per 
cent. efficiency, when based on the metallic zine content, and the ordinary 
efficiency, if I interpret it correctly, ranges from a maximum of 57 per 
cent. with the finest dust down to 6 per cent. with some rather coarse 
samples of zinc dust. 
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Determination of Suspensoids by Alternating-current 
Precipitators 


By Puuie Drmxer* anp R. M. Tuoomson,* Boston, Mass. 


(New York Meeting, February, 1925) 


IN THE mining and metallurgical industries, numerous problems arise 
requiring determinations of solid and of liquid particles suspended in 
air. Frequently, these problems are of local interest and involve purely 
economic or operating difficulties; on the other hand, toxic effects from 
the inhalation or the ingestion of substances suspended in air may be a 
matter of concern. For checking up process improvements or for 
determining ventilation efficiencies in problems of this general nature, 
various methods have been proposed. Although simpler methods are 
often satisfactory, precipitation combines several desirable features that 
other methods lack. This paper is, therefore, devoted to a discussion 
of portable alternating-current precipitators applicable to the quantita- 
tive determination and microscopy of dusts, fumes, and smokes in air. 

Small particles suspended in gases, such as air, are referred to in the 
literature as aerosols or suspensoids. Of these terms, suspensoids appears 
to be preferable as being more nearly in keeping with words in everyday 
use. In problems involving air pollution by small particles—by suspen- 
soids—it is convenient to distinguish three broad classes based on the 
size, the degree of dispersion, and the method by which the particles 
become suspended in the air. 

Dusts.—Particles or aggregates of particles, 150 to 1 micron in diam- 
eter, that are thrown into the air by mechanical agencies are termed 
dusts. Examples are silica; talc; cement; organic dusts such as hard 
rubber, starch, and cocoa; flocculated fume, and smoke products. 

Fumes.—Particles, 0.2 to 1 micron in diameter, formed from chemical 
or physicochemical reactions are known asfumes. Examples are ammon- 
ium chloride, lead and mercury, zine and magnesium oxides, fogs, and 
acid mists. 

Smokes.—Particles, less than 0.3 micron in diameter, formed by 
incomplete combustion of carbonaceous and other substances are called 


smokes. Examples are the particles formed from burning tobacco, oil, 
tar, and gas. 


* Department of Ventilation and Illumination, Harvard School of Public Health. 
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These classes resemble those originally suggested by Gibbs,! except 
that dusts cover a wider range of particle size and the size limitations for 
fumes and smokes overlap. In spite of obvious errors resulting from the 
inadequacies of classification, several features differentiating the three 
groups can be distinguished. Uniformity in the size of the particles and 
the tendency to flocculate or aggregate in air increase as the particles 
become smaller. Under still-air conditions and normal temperatures, 
dusts, settle out with acceleration and do not-diffuse. Fumes settle 
at rates approximating those predicted by Stokes’ law and diffuse to 
some extent; while smokes diffuse, show Brownian movement, and 
settle so slowly that their settling rates, even in still air, may be ignored 
unless the particles become united into larger aggregates. 

In establishing the principles and the practical operating details of 
his process, Cottrell was concerned, in his original work, with large instal- 
lations. No attempt seems to have been made to develop small portable 
precipitators until Tolman, Reyerson, Brooks, and Smythe,? in 1919, 
described a suitable equipment. By means of high-tension current, 
rectified by a kenotron, particles were precipitated on a thin aluminum 
foil and the increase in weight of the foil determined. Somewhat later, 
Bill’ published an account of dust determinations obtained with a small 
electric precipitator that differed from Tolman’sin the use of amechanical 
stick rectifier instead of a kenotron. At about the same time, Lamb, 
Wendt, and Wilson‘ described an electric fume or smoke mask in which 
a storage battery and an induction coil served as the source of high- 
tension current. These authors used glass tubes wrapped with metal 
foil for collecting electrodes, while the precipitating electrodes were 
made to bristle with sharp points protruding radially. Several of 
these tubes were placed together in a bundle with the connections for air 
flow and current in parallel. Although no rectifying device was utilized, 
the fact that this method, if glass tubes were used, could produce com- 
plete precipitation without complete rectification does not seem to have 
been considered. Strong® has obtained a patent for a small precipitator 
much like Lamb’s, but in which only one tube is used. Lamb suggested 
using several tubes connected in parallel, although his quantitative data 
were obtained with but one tube. 


1W. E. Gibbs: The Industrial Treatment of Fumes and Dusty Gases. Jnl. 


Soc. Chem. Ind. (1922) 41, 189T. . 
2R. C. Tolman, L. H. Reyerson, A. P. Brooks and H. D. Smyth: An Electrical 


Precipitator for Analyzing Smokes. Jnl. Am. Chem. Soc. (1919) 41, 587. 
3 J. P. Bill: The Electrostatic Method of Dust Collection as Applied to the Sanitary 


Analysis of Air. Jnl. Ind. Hyg. (1919-20) 1, 323. >| 
4A. B. Lamb, G. L. Wendt and R. E. Wilson: A Portable Electric Filter for 


Smokes and Bacteria. Trans. Am. Electrochem. Soc. (1919) 35, 357. 
5 W. W. Strong: U.S. Patent 1325124. 
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For studying the effects of covering the precipitating electrodes with 
elass tubes, Shibusawa and Niwa® used a small precipitator with a keno- 
tron and a glass tube wrapped outside with metal foil. Like Tolman, 
they obtained the high-tension current from a transformer. By means 
of oscillograms, they showed the characteristics of the voltage and 
current curves obtained when the precipitating electrode was positive, 
negative, and when alternating current was used and no kenotron was in 
the circuit. No experimental precipitations were made, however, with 
alternating current. 

Katz, Fieldner, and Longfellow’ used a small precipitator, like Tol- 
man’s, but obtained unsatisfactory results. Drinker, Thomson, and 
Fitchet® used successfully a small portable precipitator having a glass 
tube, in which the current was supplied by a transformer, but in which 
no rectifier was used. Baumberger? and Salmang'’® both obtained 
satisfactory results with small rectified-current precipitators for analyses 
of smokes. Warren and Read!! experienced trouble with the precipita- 
tion method for dusts, while Weber’ has recently shown the usefulness 
of a device, like Strong’s, for determining acid mists. 

If the apparatus for this general type of work is to be portable, it 
must be of reasonable weight. To some, a portable apparatus implies 
a device that can be carried in one’s pocket; to others, an apparatus the 
size of the Orsatt for gas analyses; while still others are willing to use an 
equipment weighing 50 lb. or more, particularly if two observers work 
together. While no one would care to carry a 50-lb. apparatus into an 
inaccessible place in a mine, it may be perfectly satisfactory for work in a 
factory where current is available. Where current is not available, the 
lighter storage-battery outfits can be used and determinations made 
without the use of any current other than that from the battery. 


5M. Shibusawa and Y. Niwa: A New Electrical Precipitation Treater. Jnl. 
Am. Inst. Elec. Engrs. (1920) 39, 890. 

7S. H. Katz, E. S. Longfellow and A. C. Fieldner: Efficiency of the Palmer 
Apparatus for Determining Dust in Air. Jnl. Ind. Hyg. (1920-21) 2, 167; also 
The Sugar-tube Method of Determining Rock Dust in Air. Bur. Mines Tech. 
Paper 278 (1921). 

8 P. Drinker, R. M. Thomson and 8. M. Fitchet: Atmospheric Particulate Matter 
—II. The Use of Electric Precipitation for Quantitative Determinations and Micros- 
copy. Jnl. Ind. Hyg. (1923-24) 5, 152. 

°J. P. Baumberger: The Amount of Smoke Produced from Tobacco and Its 
Absorption in Smoking as Determined by Electrical Precipitation. Jnl. Pharm. & 
Exp. Therapeutics (1923) 21, 47. 

10H. Salmang: Ueber die Analyse von Rauch. Ziéschr. ang. chem. (1924) 37, 97. 

11 P. H. Warren and T. A. Read: Methods and Apparatus for Determination of 
Dust Suspended in Air. Proc. Australasian Inst. Min. & Met. (1922) [N.S.] No. 47, 
297. 

 H. C. Weber: Quantitative Analysis of Mists and Fogs, Especially Acid Mists. 
Ind. & Eng. Chem. (1924) 16, 1239. 
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ALTERNATING-CURRENT METHOD oF PRECIPITATING SUSPENSOIDS 


There appears to be a general misunderstanding of the difference 
between the alternating- and the rectified-current methods of precipi- 
tating suspensoids, and an apparent reluctance to admit that efficient 
precipitation with alternating current is possible. The alternating- 
current method seems, perhaps, at first sight, to contradict the popular 
theory of rectified-current precipitation as originally described by 
Cottrell, Lodge, Walker, and others, and long since proved of 
great usefulness. . 

It will be recalled that Cottrell’s original plant was built for the 
recovery of sulfuric-acid mist—a conducting suspensoid. Small precipi- 
tators, like Tolman’s, adapted directly from the Cottrell process have 
been uniformly reported as successful, provided the suspensoid under 
determination was conducting. When this was not the case, as in the 
work of such careful investigators as Katz, Fieldner, and Longfellow, 
or Warren and Read, the results were not so good. 

Frequent accounts are given of troubles in rectified-current plants 
operating on the original Cottrell principle. Often these troubles have 
been caused by dry non-conducting suspensoids, such as zinc-oxide 
fume, which pile up on the collecting electrode and materially affect 
efficient precipitation. To remedy such troubles, the fume is humidified, 
which renders the particles conducting. 

For small precipitators, the alternating-current method, operating on 
what Strong!* calls the condensed-field principle, avoids many, but 
by no means all, of these troubles and is especially suited to our problems 
because rectifiers are omitted. Rectifiers, whether of the mechanical or 
thermionic type, like the kenotron, are troublesome and expensive and 
it is best to adopt a method that does not require their use. It should 
not be inferred from this that the rectified-current method is not adapted 
to small precipitators intended for long protracted runs on conducting 
suspensoids, such as acid mists. Their possible usefulness for such 
purposes is well demonstrated by the numerous Cottrell plants now 
working at high efficiencies and has been clearly shown by Baumberger, 
Salmung, Shibusawa, and Tolman. In discussing the use of small 
precipitators, like Strong’s, for determining acid mists (conducting 
suspensoids) Weber lays much emphasis on the need of adjusting the 
vibrator in the induction coil, a manipulation by which Lamb, Wendt, 
and Wilson found they could increase the positive part of the high-tension 
discharge and thus more nearly approach the rectified or uni-directional 
current discharge given by a method such as the transformer and keno- 


13 W. W. Strong in Bogue’s “Colloidal Behaviour” Chap. 23. N. Y., 1924. 
McGraw-Hill Book Co. 
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tron. Weber reports having found the authors’'* pyrex glass tubes 
“absolutely useless” at the low voltages he employed and used instead 
thin lead glass tubes, thus again more nearly approaching the rectified- 
current precipitators. That Lamb and his associates or Weber either 
required or obtained the degree of rectification given by the kenotron 
has not been demonstrated. 

It is our experience that, in small precipitators intended for runs 
of short duration, the alternating-current method can be used for both 
conducting and non-conducting suspensoids. For both long and short 
runs on non-conducting suspensoids, the alternating-current method, 
which utilizes the condensed-field principle, is much to be preferred. 
These facts, which can be very easily confirmed by anyone interested, 
were established some years ago, especially by the work of Strong to which 
reference has already been made. The authors’ contribution to the use 
of small precipitators consists simply in adapting proved methods 
to the solution of their own problems and particularly to the use of 
the precipitation method for suspensoids to be examined under 
the microscope. 


Constructional Details of Precipitators 


The constructional details of small alternating-current condensed- 
field precipitators, whether of the storage-battery or transformer type, are 
very similar. These precipitators consist essentially of a suitable device 
for obtaining high-tension alternating current, a collecting or ‘‘ passive” 
electrode, a precipitating or “active” electrode, a suitable device for 
drawing the air through the precipitator, and a meter for measuring 
the rate of flow. A rheostat in the primary circuit is advisable, while 
a ground from the collecting electrode may be used but is not 
always necessary. 


The Collecting Electrode 


As shown in Figs. 1, 2 and 3, the collecting electrodes are made of 
transparent dielectric substances, like quartz or glass, wrapped with a 
metal foil, such as aluminum. Although we have had no occasion 
to use electrodes other than glass or quartz, materials such as hard rubber, 
mica, or bakelite would probably work satisfactorily. While slightly 
better results are obtained with clear quartz tubes than with glass, 
they are much too expensive for general use. Ordinary lime-glass tubes 
are satisfactory for the very small precipitators, particularly if the sus- 
pensoid under determination is dry and non-conducting. For the larger 
precipitators, pyrex is preferred because it possesses higher dielectric 


14P. Drinker and R. M. Thomson: The Use of Owens’ Jet Dust Counter and of 
Electric Precipitation in the Determination of Dusts, Fumes and Smokes in Air. 
Jnl. Am. Soc. Heat. and Vent. Engrs. (1924) 30, 695. 
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Fig. 1—TRANSFORMER TYPE OF PRECIPITATOR SHOWING POSITION OF CELLULOID 
CoURTESY OF 


FOIL (SOLID LINE ACROSS TUBE) AND METAL FOIL (DOTTED LINE). 
Jnl. Am. Soc. HEAT AND VENT. ENG. 
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Fie. 2. 
Fig. 2.—SpPEcIAL COLLECTING TUBE USING NO RUBBER STOPPER. 


Jnl. Ind. Hyg 
1G. 3.—BATTERY TYPE OF PRECIPITATOR FOR DETERMINING DUSTS, 
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strength than lime glass and is much less apt to be punctured should dis- 
ruptive discharges take place. For determining acid mists, which are 
conductors, Weber, as already pointed out, considers pyrex ‘absolutely 
useless”’ and uses lead glass. With dry non-conducting substances, we 
find lime superior to lead glass. 

In both the small and the large precipitators, the optimum diameter 
of the tube is not sharp. There is always a fairly definite size diameter 
that, if exceeded, gives poor results, but if smaller diameters are used, 
there seems to be little change in the efficiency of precipitation. For 
non-conducting suspensoids, like dry dust or fume, it is best to keep the 
diameter of the tubes small; for precipitating conducting suspensoids, the 
diameter of the tube should be made larger, otherwise sparking occurs 
and the efficiency of precipitation is reduced. For acid-mist deter- 
minations, Weber suggests paraffining the inside of the tube so that the 
accumulated drops run into a glass beaker beneath. 

For convenience in handling the precipitate in the laboratory, it is 
advisable to make the tubes short. Very little advantage is gained by 
using tubes of lengths comparable to those used in the large-scale rectified- 
current plants. On the contrary, they are troublesome to clean and 
are, therefore, a drawback. 

The optimum thickness of the walls of the tubes is also questionable 
and seems to vary roughly with the voltage applied and the dielectric 
strength of the material used. In the small precipitators, it is best to 
use thin-walled tubes; while in the transformer type of precipitators, 
tubes thick enough to obviate chances of puncturing are essential. In 
any case, there is no trouble caused by slight variations in either the 
diameter or thickness of the walls of the glass tubes. 


Use of Celluloid Foil for Collecting Precipitates 


If efficient precipitation has been obtained in small units of either the 
direct- or alternating-current type, the precipitate is confined to a dense 
area beginning with the region of the electric field and extending upward 
but a very short distance. If precipitation has been incomplete, par- 
ticles extend to the top of the tube. By catching the particles on alum- 
inum foil instead of on the walls of metal tubes, Tolman found that the 
effectiveness of precipitation could be judged by observing whether or 
not the precipitate was confined to this dense area at the beginning of 
the foil. For our purposes, itis better to use transparent foils of low 
conducting power, such as mica or celluloid, than opaque metal foils like 
aluminum, although the latter are more satisfactory to weigh.!® After 
a run has been meeOHtD eheG) the ee of DESO a aa can we ee 


'® Contrary to our first impression, metal foil on both sides of the a of the 
glass tubes gives poor recoveries in ah alternating-current precipitators. 
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by holding the transparent foil to the light and observing how far up the 
foil the precipitate extends. It is never necessary to run at such low 
voltages or high air velocities that the precipitate extends to the top of 
the foil. For testing filtration efficiencies of fabrics, masks, or respirators 
the celluloid-foil method is especially useful and*can readily detect minute 
amounts of fine fume particles by obtaining their accumulated precipitate 
over 10- or 20-min. periods. ; / 

For the small precipitators, we have been unable to obtain celluloid 
foil thin enough to fit snugly against the walls of the tubes. Unless the 
foil fits tightly, precipitation is irregular and often inefficient. With the 
small precipitator, therefore, efficiency must be judged by the evidences 
of precipitation at the top of the tube or by the Tyndall effect in the 
air escaping from the precipitator. 


Precipitating Electrode 


As in the rectified-current method, the precipitating electrode should 
be centrally aligned and held rigid; otherwise the area covered by the 
precipitate is irregular and the precipitation efficiency may be low. In _ 
general, better results are obtained when the wire is fine, but it is unneces- 
sary either to thread it, as Tolman did in his rectified-current precipitator, 
or to use Lamb’s electrode with points protruding radially. The wire is 
inclosed in glass, Fig. 1, in order to hold it in rigid central alignment, to 
permit the use of copper instead of platinum, and to facilitate the with- 
drawal of the celluloid foil without disturbing the precipitate. Where 
the celluloid foil is not used, it is better to use tubes with two side arms 
(Fig. 3) for the entrance and escape of the air and to hold the wire in 
central alignment by capillaries inserted in rubber stoppers at each end 
of the tube. In larger units, like that shown in Fig. 1, there is more than 
ample capacity, so that it is possible to use the method shown instead of 
the bare wire, although the latter is the more effective. In the case of 
the small precipitators, bare wires are advisable because the rate of air 
flow through the device, at best, is low. 

No matter how fine the precipitating wire is made, traces of precipi- 
tate are obtained upon it in amounts that vary roughly with its diameter. 
Often the amount is small enough to ignore, particularly if the sample is 
taken for microscopic examination and is not to be estimated chemically 
or gravimetrically. In any case, the removal of these slight amounts 
is not difficult with either the inclosed- or bare-wire methods. 

Fig. 2 represents one of the rather surprising liberties that may be 
taken with the electrical connections in precipitators for determining 
“non-conducting suspensoids. The precipitating electrode, a fine stiff 
rod or wire, is fixed in the glass holder at the bottom of the tube, and is 
held by the constriction in the glass tube at the top. In spite of the 
contact between the glass holder fused across the tube, and both the 
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precipitating and the collecting electrodes, this type of tube is satisfactory 


for both the transformer and the battery type of precipitator. 


Suction Fan and Air Meter 


An advantage of the precipitation over other methods for suspensoid 
determinations is the low resistance of the glass tubes to air flow, thus 
permitting the use of small motors for running the suction fan. For the 
transformer type of precipitator, a small 110-volt sewing-machine motor 
may be used, while small motors, run from the batteries, suffice for the 
smaller precipitators. For use in mines where compressed air is available 
and current is not, Warren and Read suggest a compressed-air ejector 
as a source of suction for sampling dusty air. 

Whether suction fans or ejectors are used, the rate of air flow is 
conveniently measured by a device such as the orifice meter or a glass 
resistance-flow meter. In all cases, the rates of flow can be controlled 
by rheostats on the motors, by bypasses, or by clamps on the rubber 
tubing connecting the various parts of the apparatus. 


PERMISSIBLE Rates oF AiR FLOW 


As in large plants, it is a simple matter to run the air through the 
precipitators too fast to catch all the particles. Running the air through 
too fast, or ‘overloading,’ can be detected by the methods already dis- 
cussed and, in properly made tubes, can be avoided by increasing the 
intensity of the field or by lowering the rate of air flow, or by both. It 
is unnecessary to run the precipitators at such high rates that particles 
escape precipitation. 

On the transformer type of precipitator, rates of air flow varying 
from about 5 to 50 liters per minute are the most convenient. The bulk 
weight of the apparatus depends mainly on the transformer and varies, 
in our apparatus, from about 25 to 50 Ib. With the lighter types of 
transformers now available, this weight could doubtless be much reduced. 
When storage batteries are used, the weight can be reduced to but a few 
pounds, while the rate of sampling is correspondingly reduced (Fig. 4). 
With our apparatus the storage-battery method permits rates of about 
2 to 8 liters per minute. Strong states that very small precipitators, run 
from dry batteries, can now be obtained for $8. 


Accuracy ATTAINABLE BY THE ALTERNATING-CURRENT METHOD 


As pointed out, the alternating-current method of precipitation 
permits recoveries at efficiencies very close to 100 per cent. Whether the 


rate of air flow through the apparatus should be measured with a com-- 


parable degree of precision, depends on the problem in question. It 
is difficult, with pitot tubes, orifice meters and similar devices, to measure 
rates of air flow to an accuracy greater than 95 per cent., and dry or wet 
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gas meters are too bulky for convenient use in any but laboratory work. 
Small electric meters, such as are now available for measuring gas con- 
centrations in chimneys and in alveolar air, could doubtless be applied 
to precipitators. As the accuracy attainable by the precipitation method 


Fig. 4,—PoRTABLE STORAGE-BATTERY PRECIPITATOR FOR DETERMINING DUSTS IN AIR} 
WEIGHT 13 LB. 


A, Precipitator tube of lime glass; B, flow meter; C, suction fan; D, motor for suc- 
tion fan, running on 2 and 8 volts direct current; H, radio rheostat controlling speed 
of motor; F, switch for motor; G, Ford induction coil; H, Edison alkali batteries; 
I, inclined manometer, using ether, for registering pressure on flow meter; J, switch 
on primary of induction coil. 


is dependent on the measurement of air flow through the precipitator 
as well as on the efficiency of precipitation, the individual investigator 
must choose his method of metering the air in accordance with the pre- 
cision his problem requires. 


—_ “at 
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APPLICATION OF PRECIPITATION TO Microscopy 


By using the celluloid foil, samples may be obtained in a state conven- 
ient for mounting and examining under the microscope. Strips are cut 
from representative portions of the foil and are mounted on glass slides 
by means of a few drops of amyl acetate. Warming the slide at a gentle 
heat causes the foil to lie flat against the glass and eliminates sur- 
face irregularities. 

As the particles are driven into the celluloid with considerable force, 
it is usually possible to add a drop of oil for examination under an oil 
immersion lens without disturbing the particles. With many substances, 
particularly dusts, permanent mounts can be made by fixing the celluloid 
on the glass slide with the precipitate next the glass. It is often conven- 
ient, when using the celluloid-foil method, to withdraw the foil after 
precipitation and to place it and the precipitating electrode in a glass 
tube of the same diameter as the pyrex tubes. Packed in this way, 
the samples can be transported or mailed without disturbing the precipi- 
tate, and slides prepared several months after the samples are taken. 


SizE DISTRIBUTION OF PARTICLES IN PRECIPITATE 


One of the main advantages we have hoped to obtain by this method 
is the precipitation of particles in the state in which they occur in air; 
for example, if the particles were originally flocculated into aggregates, 
to show them as aggregates, and if dispersed, to obtain them in the same 
way on the celluloid foils. 

We have shown elsewhere" that, with the alternating-current method, 
dust, or flocculated fume particles can be caught at higher rates of air 
flow than dispersed fumes, while smokes are still more difficult to collect 
—an effect due probably to the number or concentration of the particles 
and not to any inherent properties of these different substances. This 
indicates that the smaller the particles the more difficult they are to 
precipitate and suggests the possibility that small particles might be 
precipitated farther up the tubes than large particles. As a matter of 
fact, however, in complete precipitation of non-uniform substances, such 
as dust, the precipitate is confined to such a small area that this size 
distribution is not noticed. As yet, we have obtained insufficient evi- 
dence to settle the question one way or the other. It is a matter of 
interest that Rohmann" has found a method of measuring size distribu- 
tion by utilizing the precipitation principle but employing low voltages. 
The egedss cloud is paaeee cues a Rares current field ope the 


16 Jnl. Ind. Hyg. (1923- 4) By laos 


17H. Rohmann: Methode zur Messung der Grosse von Schwebeteilchen. Ztschr. 
phys. chem. (1923) 17, 253, 
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distance the particles travel before pee ae gives an index of 
their size. 

From the literature on the rectified-current process, one might infer 
that the alternating-current method would produce mainly flocculation. 
While such an effect can be shown in a large container filled with a smoke, 
fume, or dust, conditions in'the precipitator dre quite different. The 
time for the particles to pass through the tubes is much too short for them 
to be caught simply as a result of floceulation. . No such effects, more- 
over, are apparent on microscopic examinations of dry substances pre- 
cipitated on the foils. 


OBJECTIONS TO PReEcIPITATION MrtrHop 


In the transformer type of precipitators, voltages varying from 5000 to 
20,000 are used, depending on the suspensoid under investigation. In 
storage-battery precipitators, the voltage varies from about 1000 to 
5000, according to the number of batteries used. The danger from shocks 
in the transformer precipitators is unquestionably real and not to be 
dismissed casually. Shocks from the battery type of precipitators are. 
about like those that one gets from the spark plug of an automobile— 
very unpleasant, but not serious. We have used both types of precipita- 
tors constantly during the last three years in both laboratory and 
field work and see no reason why the voltages employed offer any 
practical difficulties. 

The fact that celluloid foil can be used in the collecting tubes shows 
that sparking troubles are few, but they do occur occasionally, particu- 
larly with wet conducting substances like tobacco smoke. The fire or 
explosion hazards in small precipitators for dusts like flour, cocoa, hard 
rubber, bituminous coal, zinc powder, and sulfur are questionable. 
Trostel and Frevert!® have shown that to render an air mixture of these 
dusts inflammable requires concentrations too great to maintain more 
than momentarily; consequently it is difficult or impossible to suspend 
in air and then pass a really inflammable mixture of these dusts through 
the precipitators. In experimental work, no trouble has been experi- 
enced from the substances named but we would consider it a needless 
hazard to use the precipitators in atmospheres where there is the slightest 
possibility of encountering dangerous dust-air mixtures. 

With gases like carbon monoxide, hydrogen sulfide or vapors from 
alcohol and ether, we have obtained mild explosions in the precipitators. 
Inflammable gases or readily oxidizable suspensoids should be handled 
with caution in precipitators of any size and experiments first made in 
ne apparatus at low yousecs giving | but little ozone and feeble coronas. 


181. J. Trostel and H. W. Frevert: The Lower Limits of ain for ple: 
sion of Dustsin Air, Chem, & Met. Eng. (1924) 30, 141, 
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SUMMARY 


The constructional details and adaptation of portable alternating- 
current precipitators to the quantitative determination of suspensoids 
such as dusts, fumes, and smokes are discussed. ‘The distinction between 
the alternating-current method, using glass collecting electrodes, and the 
rectified-current method, using metal collecting electrodes (Cottrell 
process) is brought out. Poor results obtained in the past with small 
precipitators are attributed to failure to distinguish between conducting 
and non-conducting dusts, fumes, and smokes. A portable storage- 
battery induction-coil type of precipitator weighing 13 Ib. is illustrated 
in Fig. 4. For taking samples for microscopic study, the authors’ 
method of inserting a celluloid foil in the collecting electrode and catch- 
ing the precipitate upon it is described. These foils or the entire collect- 
ing electrode can be mailed or transported without danger of disturbing 


the precipitate and representative slides made up later in the laboratory. — 
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Analysis of Performance of a Coal Jig* 


By H. F. Yancey anp Tuomas Fraser,{ Pirrspuran, Pa. 
(New York Meeting, February, 1925) 


THE jig may be termed the standard coal-washing machine. AlI- 
though exact figures on the relative tonnages of coal treated by the various 
coal-cleaning processes are not available, it is known that a large part of 
all the coal given special cleaning treatment is handled by jigs. This 
wide use of the jig warrants a special study of its performance. 

In this paper are presented the results of an analysis of work done by 
a three-compartment jig in treating bituminous coal from the Thick 
Freeport bed in Allegheny County, Pa. Certain systems of washing 
coal require sizing before washing, while others treat unsized coal. The 
prevailing practice, however, for the preparation of coking coal from the 
more easily washed coal is to treat an unsized or natural feed of about 
—1lin. size and smaller. Under such conditions, the minimum size of 
particle that is beneficiated has long been and is still a matter of discus- 
sion and conjecture. In a careful laboratory investigation Jiingst! con- 
cluded that the practical limit of settling of fine coal is reached at from 
0.02 to 0.008 in. On the other hand, Hancock? has found that single-com- 
partment jigs, used in preparing coal for the domestic market, usually 
allow most of the heavy (refuse) particles smaller than 14 in. to go into 
the washed coal. He also states that it is impossible with the ordinary 
coal jig to make any noticeable improvement in the quality of the coal 
finer than 20 mesh (about }%0 in.). Because of its importance in coal 
cleaning, the work described in this paper was undertaken for the pur- 
pose of obtaining information on this subject, as a part of the general 
coal beneficiation program being carried out by the Bureau of Mines. 


* Published with permission of Director, Bureau of Mines. Work done in coépera- 
tion with the Inland Collieries Co., the Carnegie Institute of Technology, and the 
Advisory Board of Coal Mine Operators and Engineers of Western Pennsylvania. 

+ Associate Chemist, Bureau of Mines. 

{ Formerly Assistant Mining Engineer, now Consulting Mining Engineer, Bureau 
of Mines. 

1F, Jingst: Glickauf (1913) 60, 1321; (1914) 6. 

2 David Hancock: Coal Industry (1923) 6, 56. 
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PLAN oF WoRK 


A washing test was made on approximately 150 tons of run of mine 
coal using a three-compartment, double-plunger, Elmore jig equipped 
with rotary refuse draw valves operated from the jig drive. The length 
of strokes on the first compartment was 214 in., on the second 17g in., 
and on the third 13¢ in. The jig was operated at a speed of 75 strokes 
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ASH IN FLOAT, PER CENT 


Fie. 1.—AsH CONTENT OF FLOAT (CLEAN COAL) AND SINK (REFUSE). 


per minute. Samples of the raw feed and of the washed coal were taken 
at regular intervals during the run, the total quantity of each collected 
amounting to approximately 1200 lb. Screening tests were made on 
both the raw and the washed coal, and a complete specific gravity 
analysis, by the float-and-sink method, was made on all the sizes. 
From these results the percentage removal of impurity was calculated 
with respect to particle size and specific gravity. 


CHARACTER OF CoAL TREATED 


The Thick Freeport coal may be characterized as one that is difficult 
to clean both with regard to feasibility and economy. In its raw state 
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it contains only about 10 per cent. ash and consequently does not require 
cleaning for steam and domestic uses. For use in the preparation of 
blast-furnace coke, a reduction in ash by cleaning seems desirable. The 
run-of-mine coal carries considerable bone coal, having a density between 
clean coal and refuse, and only 3 to 4 per cent. of refuse material with a 
density greater than 1.7. The character of ethe coal treated in the 
washing trial is indicated by the shorter curve in Fig. 1. The cumula- 
tive percentage of float coal on the float-and-sink baths having the 
specific gravities indicated has been plétted against the cumulative 
percentage of ash. The longer curve is merely the reverse of the shorter 
and shows the percentage of ash corresponding to different yields of sink 
or refuse material. The specific gravity analysis was made on a sample 
of the raw coal fed to the jig. The size of the feed will be indicated 
subsequently. 


RESULT oF Jig TRIAL 


The general results of the jig run are presented in Table 1; per cent. 
yield of products and per cent. ash and sulfur are given. The item “loss” 
refers to material lost and unaccounted for during the test and not to 
washer loss or shrinkage. An exceptionally long stroke was required 
with this jig and coal in order to obtain proper stratification of the heavier 
portion of the bony coal. 


TABLE 1.—Results of Jig Test (Weights and Analyses on Dry Coal Basis) 


T 


| Weight | Per Cent. | Per Cent. Sulfur 
Pounds | Raw Coal Ash | Per Cent. 

FUaWwaCOaleyrts = 254 su basco eer ae 306,100 | 100.0 11.0 0.79 
Wishedicoale(in Cal) tan came mse eee ra. 250,900 | 82.0 7.8 0.63 
HHITSUROLA Wie ne ty. eta er ees 9,280 | 3.0 55.6 1.45 
Bacon riw ec. alee earas: tree yo: - Gepipeeeo.2 vl, 46.5 1.07 
MIST raiW ae ee 6c aos Bote oe APPA: nr 4,440 | 1.5 | 34.3 0.99 
Pbatch Sukh ook ak ATOM Ay BOT As e372 
Sxereoy aXe WM Hen el ale. + Skane, A ASPs eee on! > icin pe 4,440 | 1.5 | 29.0 2.70 
{Matingo MASAKO Lae Seats fan ecg c.-.c Cicas ns, ee eee 6,550 PR ei) Tikes 0.92 
Bradlord! Vejech: ....c- peer SORT tetas. 1,290 | 0.4 16.3 0.61 
Sr a i er. sae eee | 10,800} 3.5 | 10.8 | 0.61 
TDi She ice kt a em ibe A ears Be, Cote 7,250 2.4 | 
Washed coal and sludge.........:......... | 261,700 Soy | a) 
Washed coal, sludge, and third hutch....... | 268,250 87.6 | 8.0 
Calculated ash in raw coal from products... pe WE! 


Coal (float 1.45) lost in draws............ Oat | 
ee ESS ee ee eee 
Speed, 75 r.p.m.; rate, 41.8 tons raw coal per hour. 
The long stroke used gave rather loose beds, which allowed consider- 
able coal to be carried through the screens into the hutch. The loss of 
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coal in the first hutch was 0.7 per cent. of the feed, in the second hutch 
0.7 per cent., and in the third hutch 1.5 per cent. The second hutch 
product, however, was good secondary coal. The perforations in the 
screen were }-in. round holes. 

If the height of overflow on the jig compartments had been increased 
so as to maintain a heavier bed on the screens, the loss of coal in the 
hutches could doubtless have been reduced without impairing the clean- 
ing effect obtained on the finer sizes. In fact, this loss was greatly 
reduced in another trial when a denser bed was maintained by using a 
shorter and more rapid stroke, but the larger sizes were not cleaned 
so effectively. 


SCREENING J'ESTS 


Screening tests were made on samples of the raw feed and washed 
coal. Round-hole screens were used in accordance with a standard screen 
scale for coal testing work proposed by Holbrook.* In this scale the area 
of any hole is four times that of the next smaller. The smallest screen 
has holes 64 in. in diameter. This screen was not available for the 
work described here so a 14-in. square-hole screen was used instead. 
The amount and ash content of each size in the raw jig feed and the 
washed coal are shown in Table 2. The size of opening through which all 
of the feed would pass is not given but a screening curve indicated that 


TaBLE 2.—Screen Test on Raw and Washed Coal, on Dry Coal Basis 


Raw Coal Washed Coal 
Size, Inches* =e 


| Per Cent. Parent | Per Cent. eae 
TGAS hires ces Saves Res PR ne ae eee Nee fee) {hors 
(Orne eh ER eR Pee RAR tr. 4a ttarlps Ma 14.4 15.4 12 3'S\e O88 
1 A Ae a eee es RE oo Ms Gens AM 43.8 | 9.7 44.5 7.8 
gt os Uvtedic tee Ra ee 19.1 |. .10.5'.) 212i e Brae 
DEG GE ony, Touhy saat 915") 4016 1121 70 
LGA Bs «he Mlacagly Ree A mea 5.1 | 9.8 |) 40 eee 
Dee ac ce BOS Ba een ee Siete |) Oe hte 2.8 5.1 
boos Migeci' nsdn 2 een ee 0.8 | 10.2 0:60). 58 
Through 3640 +2.. «-s0. arte Seen BoB IN Ll allie Beat 7.9 
Total and weighted average.........:......| 100.0 10.8 100.0 7.8 
Through %4-inch on 100-mesh............. eee. ihe 67.6 6.2 
‘Through LOO=mesh erecss cre sense enn ee ae OnG 1A 32.4 Les 


sk 5 2 
All screens round hole except 4 in., which is square. 


*E, A, Holbrook: Screen Scale for Coal-testing Work. Coal Age (1917) 12, 396. 
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it would all pass a 114-in. round hole. The run-of-mine coal was crushed 
to pass 1}4-in. square hole in a Bradford breaker and then passed 
_ through a pair of smooth face rolls set at 34 inch. 

Attention is directed to the ash content of each of the sizes of washed 
coal as compared with the corresponding size of raw coal; a reduction is 
shown in every case. Even in the size passing through 14-in. and 
retained on the 100-mesh screen the ash content was reduced from 
11.1 to 6.2 per cent. The washed-coal sludge was not present in the 
_washed-coal sample on which the screening test was made. An examina- 
tion of the sludge showed that 95 per cent. of it passed the 1é4-in. screen 
and that it contained 10.8 per cent. ash. The inclusion of the sludge 
in the washed coal would, therefore, modify the results given in Table 2, 
only on the sizes smaller than 164 in. The screening tests on the raw 
and washed coal were conducted by hand, care being taken to min- 
imize breakage. 

To obtain additional information as to the minimum size of particle 
improved by treatment of a natural feed on the coal jig, the raw and 
washed coal from two other washing trials were examined. The work 
was done on the same coal and with the same jig that has already been 
described. The order of the comparative ash reduction was much the 
same, so that detailed results will not be tabulated, only the percentage 
reductions in ash being introduced here. In Table 3, column 1, the 
per cent. ash reductions calculated from Table 2 and the corresponding 
percentages of material having a specific gravity greater than 1.70 in the 
raw coal are given. Columns 2 and 3 show the results obtained in the 


TaBLe 3.—Percentage Ash Reduction by Size in Jigging a Natural Feed 


| Test 1 
é | Test 2, Test 3, 
Gixe, Inches F Reduction Reduction 
Reduction eee Hie 

O}n: TOS 5 Ae ne ALAR rs ARE ke 36.4 6.3 19.8 35.6 

TUS A cle ee ara cm RCO a 19.6 | Pe 16.3 23.9 

Se chee th atu Pma CHORE ae POR ORT CPS 28.6 3.8 23.5 26.6 

fe rast icy Aotene CEM Ot 2 OO est 33.9 4.8 28.0 Pathe) 

Gaal Get Coon ieee coca or 44.7 Dad 43 .6 47.4 

AGH Eps tere SOO oO aoe : 47.9 5.6 oL.0 55.9 

Wo Veen acts bh eleislee ne ale sieuaels 48.0 5.9 55.6 58.0 

ae WOOneS hearts tn = arian 44.3 45.7 

HOOnmesh =O eereren r= seioreeeraye 6.5 26.1 

WAAAY Galo 608 eC ONrso 8a. 30.7 10.3 33.1 27.1 
a ee 


two other trials. The data given in this table indicate that for this 
particular coal and operation the three-compartment coal jig working on 
a 114-in. natural feed is effective in cleaning particles down to 164- 
in. (square) and quite probably to smaller sizes as well. The figures 
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in column 1 show that, in general, the reduction in ash content is pro- 
portional to the amount of impurities present. 


RELATION OF Size AND Specrric GRAvITY OF PARTICLES TO REMOVAL 


The introduction of the factor of specific gravity, in addition to size 
of particle, required the separation of each of the sizes of raw and washed 
coal into fractions of material according to specific gravity. A complete 
specific gravity analysis was made of each size of raw and washed coal. 
Aqueous solutions of zine chloride were used in separating the sizes larger 
than 14-in., and mixtures of carbon tetrachloride, benzene, and bromo- 
form for the 1é4-in. to 200-mesh sizes. The —200-mesh dust was not 
treated. The results of this work are shown in Table 4. Using these 
figures, the percentage of elimination of impurity from the washed coal 
was calculated for each size and specific gravity class, correction being 
made for the decreased weight of the washed coal as compared with the 
raw coal. The results are presented graphically in Fig. 2. The percent- 
age elimination or percentage removal of impurity is plotted against size 
of particle for several specific gravity classes. 

Hancock® considers this method one of the best for expressing the 
efficacy of the washing operation, but the use of such a method requires 
so much work that probably it will not be employed in routine washing 
control. However, an investigation of this kind, sufficiently extensive 
to give conclusive results, furnishes some fundamental data on jig 
performance that are more or less applicable in any operation. It shows 
how wide a range of sizes can be effectively treated in one operation. 
The efficiency of impurity removal may be expected to vary in a measure 
with the nature of the coal and the separation attempted. The separa- 
tion obtained in the very fine sizes will, furthermore, depend on the 
upper range of sizes included, assuming the jig to be adjusted primarily 
to suit the bulk of the material. 

Hancock® presents a set of curves, like those shown in Fig. 2 but 
representing Jig performance on a 0 to 3-in. feed, that show very poor 
impurity removal even of particles heavier than 1.80 specific gravity in 
the sizes below 14 in. This striking difference from the results presented 
in this paper is attributable to the much wider range of sizes that he 
attempted to treat, probably with the jig adjusted primarily to handle 
the larger sizes. 

Results such as are indicated by Fig. 2, therefore, may be expected 
only when treating a size range of 0 to 114 in. or less. However, this is 


*B. M. Bird and H. E. Messmore: Reports of Investigations, Bur. of Mines, Serial 
2586, (1924). 

* David Hancock: Discussion of paper by T. Fraser and H. F. Yancey, Trans. 
(1923) 69, 476. 

6 Coal Industry (1923) 6, 56. 
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a comparatively wide range—as great as is commonly attempted in the 
preparation of coal for coking. ‘The percentage removal of impurity, 
as plotted in the graphs, expresses the efficiency of impurity removal in a 
restricted sense only, as it does not evaluate any loss of coal to refuse dur- 
ing the jigging operation. As an indication of efficiency, it is qualitative 
rather than quantitative. At first glance, the course of the graphs may 
appear so irregular and erratic as to preclude the formulation of any 
general statements, but closer examination will indicate that a number 
of important conclusions can be reached as a result of this analysis of 
jig performances. 
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Fig. 2.—RELATION OF PARTICLE SIZE AND SPECIFIC GRAVITY TO REMOVAL BY 
COAL JIG. 


In the first place, the efficiency of removal of impurity becomes more 
irregular with the decrease in the specific gravity of the impurity; this is 
to be expected, because there is a decrease in settling ratio. At the lower 
specific gravities, the graphs are more or less similar in shape and direc- 
tion. Smooth and fairly regular curves may be drawn through the 
points representing the removal of material heavier than 1.80 in specific 
gravity and through those representing removal of the 1.70 to 1.80 
specific gravity fraction. All the graphs show a rather marked decrease 
in removal of impurities on the size between 1 and 14 in.; this size makes 
up 44 per cent. of the total feed to the jig; more than any other size. 
Below } in., for the lower specific gravities, there is a sharp increase in 
impurity removal; this increase in efficiency continues until the 14-in. 


H. F. YANCEY AND THOMAS FRASER 1087 © 


size is reached and may be due to the fact that the jig screens have 1¢-in. 
perforations, at which size two means of egress of impurity become 
available—the draw valve and the jig screen. 

These apparently anomalous results—showing a better separation of 
the fine particles below 1¢ in. in size than of the,1 to }4 in. size—is further 
explained by the fact that the fine material contains much the larger 
percentage of impurities available for removal. The 1 to 14 in. fraction, 
while making up a very large part of the feed contains less dirt than any 
other size. It has been pointed out in a previous paper’ that the apparent 
effect in a coal-cleaning machine is to reduce the percentage of free 
impurity. of high specific gravity to a given minimum amount that is 
more or less independent of the amount originally present in the raw 
feed. The results of the present work corroborate this earlier conclusion. 
The fine material between 164 and }¥ in. in size and the larger material 
of 1 to 14 in. in size tend to reduce to approximately the same content 
of residual free impurities, and, consequently, the fines, being much 
dirtier to start with, show a greater percentage removal of impurities. 


CONCLUSIONS 


A careful examination has been made of the relation between the 
size and specific gravity of impurities in relation to their removal by the 
coal jig. 

This study of jig operation shows that when properly adjusted a three- 
compartment jig will effectively remove free dirt from an unsized feed 
ranging from 0 to 114 inches. 

When adjusted to work most satisfactorily on such a feed, the Jig 
used for these experiments draws down some good coal with the fine 
refuse into the hutches. Considering the bony character of the raw coal, 
the total loss of coal in the rejects is not excessive in comparison with 
jig performance under like conditions at other washeries that the writers 
have studied. The advantages of separate treatment of the fine coal 
would be a slightly increased yield due to recovery of some of the fine 
coal lost in the jig hutches. This could be accomplished by retreatment 
of the hutch products on coal-washing tables. By sacrificing some fine 
coal, the jig can be successfully used to clean coal as fine as }é4 inch. 
OR ENE EE a SS a a ac 


7 Trans. (1923) 69, 452. 
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Coal Washing Practice in Alabama 


By H. 8. Getsmpr, BrrmineHam, ALA. 


(Birmingham Meeting, October, 1924) 


CaMPpBELL,! in 1896 said: ‘‘The Birmingham district in Alabama 
has certain great advantages for there are few places in the world where 
fucl and ore are so near together, although, unfortunately, both are of 
inferior quality; the ore being low in iron and high in phosphorus and the 
coal giving a weak and impure coke.” 

This statement could not have been questioned in 1894, but by 1896 
several Robinson-Ramsay washers had been put into operation and 
weak and impure coke was. a thing of the past. 

The Warrior coal field of Alabama contains six seams that yield coking 
coal of excellent quality. In descending order, they are Brookwood, 
Milldale, Pratt, America, Mary Lee, and Black Creek. In each of these, 
however, bands of rock and bone coal of varying thickness are stratified 
with the coal; and while some of these impurities can be separated from 
the coal by the miner, much of it must be loaded out with the coal. 
Consequently, unless the coal is washed before being coked, it will yield 
a coke of varying ash and sulfur content quite unsatisfactory for blast- 
furnace use. At present, the Gulf States Steel Co. is producing run-of- 
mine coal at its Virginia mine, from the America seam, that is uniformly 
low enough in ash to permit of coking without washing, but this is the 
only exception to the above statement. 

Alabama was the first state to experiment seriously with coal washers, 
was the first to install washers on a large scale and, up to the present, 
has maintained the lead. The Alabama State Mine Inspector reports that 
during 1923 20,919,303 tons of bituminous coal was mined in Alabama; 
12,858, nD tons of ite was delivered to coal washers for treatment. 


1 fae Huse Cheat The Manufacture and a he of Structural Steel, 19. 
The Scientific Publishing Co., New York. 
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Just now two new systems of coal cleaning are attracting attention in 
the United States; 7. e., the air or dry-cleaning process and the Chance 
sand-liquid method. Neither of these has been tested in Alabama but 
with these two exceptions all the methods used for cleaning bituminous 


coal have been largely brought to perfection in this state. 
v 


; History oF Coat WASHING IN ALABAMA 


The first attempt at coal washing in Alabama was in 1890, when an 
experimental Luhrig jig was built at the Birmingham City furnace plant 
of the Sloss company. <A few years later, a Stein washer was built at 
Brookwood. In 1894, Erskine Ramsay, chief engineer of the Tennessee 
Coal, Iron & Railroad Co., experimented .with a Robinson washer (an 
English invention) adding to it a sludge tank of his own design. Within 
the next few years, a number of these plants were built and the Robinson- 
Ramsay washer, as it came to be known, revolutionized coal preparation 
in Alabama. 

In 1900, Ellwood Stewart, the inventor of the jig that now bears his 
name, erected a washing plant at Brookwood; the results obtained were so 
satisfactory that within two years this type of jig became the standard in 
the state and no more Robinson-Ramsay washers were built. There 
was not a great deal of difference in the results obtained with these two 
types of washers, but the Stewart jig had a much larger capacity on the 
basis of first cost and floor space and required much less water. At 
present, there are no Robinson-Ramsay washers in operation in Alabama 
but there are several of the original Stewart washers. 

In recent years, practically all of the plants designed to produce coking 
foal have used two- and three-compartment jigs, mostly of the Elmore 
type, while the companies producing washed coal for commercial purposes 
cavor single-compartment jigs; the Montgomery, Stewart, and Elmore 
jigs predominating in that field. It is not the purpose of this paper to 
discuss the design or merits of the various jigs but experience with Ala- 
bama coals has demonstrated that there is little difference in the quality 
of the washed coal produced on the different jigs if they are intelligently 
operated; there is, however, a wide variation in the amount of water 
required and the percentage of coal lost in the refuse. 


THE SLUDGE PROBLEM 


When the first washers were built in Alabama, coal costs were low and 
the land surrounding the mines was owned principally by the operating 
companies. All fine coal was considered a necessary part of the sludge, 
and was allowed to find its way to the nearest stream, down which it 
traveled or lodged along the banks. Increasing coal costs made it advis- 
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able to recover the fines and damage suits, instituted by the farmers upon 
whose lands the sludge was deposited, made it necessary to keep the 
sludge at the plant. This brought up the first problem in connection 
with coal washing. 

The first attempt at a solution of the problem was the construction of 
settling ponds or basins. The sludge was allowed to settle in a pond 
until the pond was nearly filled, when the sludge stream was diverted to 
another pond and the fines from the first pond were recovered, by wheel- 
barrows or mules and scrapers, and used for boiler fuel. This method 
has long since been abandoned. 

‘At present, three methods are used for recovering the fine coal from 
the sludge and for clarifying the sludge-carrying water: 

1. Long settling or clearing tanks with slowly moving conveyors drag- 
ging (to the discharge end) the fines that settle along the bottom. This is 
the most common method, but where large capacities are treated it often 
requires all night operation of the conveyor, at considerable expense, to 
recover the fines that have accumulated during an 8-hr. shift, and several 
carloads of wet fine coal are delivered to the washed-coal bin to mix with 
the regular washed product of the previous day’s operation. If the bin 
is large, this is not particularly objectionable as the fine coal is distributed 
over a large area; but where the bin is not large, this fine coal may lodge 
almost as a solid mass in one part of the bin and from there find its way 
intact into coal cars; holding a mass of this coal in a railroad car is some 
problem. : 

2. Pumping all the overflow water from the washed-coal settling 
tank (this water contains all the sludge) to an elevated conical tank. 
The water is recovered from the top of the tank and flows back to the 
sump where the main circulating-pump suction is placed. The fine coal 
and the fine impurities are drawn off at regular intervals from the bottom 
of the tank and carried, by a conveyor, to the top of the washed-coal bin. 
This method was perfected by Robert Hamilton, consulting engineer of 
the Tennessee Coal, Iron, & Railroad Co., and is used at all the washing 
plants of that company. The Woodward Iron Co. has also adopted this 
method. The conical tank is far superior to the long horizontal tank, 
inasmuch as it does away with the expensive conveyor and there is 
nothing connected with it to get out of order. Frequent shutdowns of 
the entire plant may follow breaks in the chain where drag conveyors 
are used. 

3. To date, two installations of Dorr thickeners are to be found in 
Alabama; one is at the Palos plant of the Republic Iron & Steel Co., 
where coking coal is produced, and the second is at the No. 2 Overton 
plant of the Alabama Fuel & Iron Co., which produces steam coal. The 
fines recovered by the Dorr thickener at Overton have no commercial 
value, as they run high in rash and fireclay, but the washing plant is located 


H. S. GEISMER 1091 


near a large river and it was considered advisable to prevent the sludge 
being carried to the river with the waste water. 

The Dorr thickener is too well known to require a description; it 
delivers practically clear water back to the circulating system and is 
: under complete control at all times. The elevated conical tanks used by 
_ the Tennessee company, however, seem to remove enough of the fines 
: to allow the water to be used over and over again; the first cost of the 

tanks is much less and they reduce the size of the plant considerably in 

comparison with the plant using Dorr thickeners. 

In many localities, a distinction is made between fine coal and sludge 
but this is not the case in Alabama. At all the Alabama operations 
where coking coal is produced, the sludge consists of water, pure fine coal, 
and fine impurities, but the percentage of impurities is not large and it is 
not necessary or profitable to attempt to separate them from the fine coal. 
At some of the operations in the non-coking fields, the sludge contains a 
large percentage of rash and fireclay; in that case, the material passing 
20-mesh is worthless and no attempt is made to recover it. This is the 
case at the Overton plant. 

It has always been assumed by coal-mine operators and owners of farm 
lands that the waste water from coal washers was injurious to farm lands 
because of the fine coal and sulfur that it carried in suspension. During 
the latter part of 1923, tests were carried on by the Agronomy Depart- 
ment of the Alabama Experiment Station to determine the effect of water 
from coal washers on farm lands along Lost Creek. These experiments 
were undertaken at the request of the Galloway Coal Co., which has a 
washer discharging water into Lost Creek and which at times overflows 
the land along this creek. The conclusions arrived at were as follows: 

1. Corn in cultures of Lost Creek soil made just as good growth when 
watered with Lost Creek or washer water as when watered with distilled 
water. 

2. The addition of varying amounts of sludge from the coal washer at 
Mine No. 15 of the Galloway Coal Co. had little or no influence on the 
growth of corn on soil collected along Lost Creek. 

3. Acid phosphate applied at a rate of 600 lb. per acre more than 
doubled the growth of corn on Lost Creek soil cultures, the same treat- 
ment producing only a small increase on the soil from the Experiment 
Station farm. 

4. Water from Lost Creek or from the coal washer at Mine No. 15 
of the Galloway Coal Co., is not toxic to corn or velvet beans in water 
cultures. 

5. Neither of these waters contain anything that would injure the 
growth of corn on lands flooded by Lost Creek. 

Of course, one would not be justified in assuming that these conclu- 
sions hold for all coal washers on all soils in the United States, but we can 
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assume that most of the conclusions covering the destructiveness of waste 
water from coal washers have been without foundation. A complete 
report of these tests was published in the Dixie M anufacturer of Dec. 
10, 1923. 


Size or Coat DELIVERED TO THE JIGS 


There is considerable variation in different states as to the size of 
coal delivered to jigs and the method of reducing the run-of-mine coal to 
the sizes required. In Alabama, the different plants have pretty well 
adopted one standard. Plants producing steam or commercial coal 
almost invariably screen all the coal as it comes from the mine and wash 
only the coal that passes through the perforations on the screen. Gen- 
erally the perforations are 2 in. but occasionally 3-in. perforations are 
found. Such plants do not require crushers. To meet the growing 
demand for stoker coal, undoubtedly, in the near future some of the | 
commercial mines may decide to crush all their coal and sell the entire 
output as crushed washed coal. Plants producing coking coal almost 
invariably crush and wash their entire output; at two large modern plants 
however, they screen the coal as it comes from the crushers and bypass 
the fines, washing only the balance of the product. 

Double two-roll crushers have been generally used for the crushing. 
Several hammer crushers were installed in the early days but they pro- 
duced too large a percentage of fines and complicated the sludge problem. 
Of late years, Bradford breakers have been installed at most of the large 
operations to replace crushers. At one plant in particular, the Flat Top 
washer of the Sloss-Sheffield Steel & Iron Co., one of these machines has 
entirely replaced crushers and has increased considerably the capacity 
of the washer, as the breaker serves as a preparatory cleaner and relieves 
the jigs of some of their work. 

At the mines where the entire output of coal is washed, the coal is 
generally crushed to pass through a 34-in. ring; this size gives excellent 
results on plunger jigs of the Elmore or Faust type. With the Stewart 
and Montgomery jigs, the size of the coal treated has little bearing on the 
quality of the washed coal produced; in fact, a feed of mixed sizes, from 
214 in. down, gives excellent results. Sizing before jigging as an aid to 
washing is not attempted at any plant in Alabama; sizing the coal to 
permit of bypassing the fines has quite a different object. 


CHEMISTS AT WASHING PLANTS 


Because of the large percentage of slate and bone coal found in most 
of the Alabama coals, officials in charge of properties producing washed 
coal for coking purposes early realized the necessity of placing chemists 
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at the coal washers to keep accurate record on the results obtained. It 
was soon found that these chemists were not only able to improve the 
quality of the washed coal produced and to keep the product uniform but 
} they were able to reduce the cost considerably. Theirtestsshowed whether 
| an excessive amount of coal was being lost in the refuse (an excessive 

_ amount of coal in the refuse always indicated something wrong with one 
or more of the jigs) as this condition was quickly noticed, it could be 
remedied before a large loss resulted. ° Fer example: If the revolving 
valve in an Elmore jig should break, considerable good coal might pass 
_ off with the refuse without the operator being aware of this loss, unless 
_ he was watching the refuse very closely. With a chemist taking samples 
_ of this refuse several times daily, the loss is quickly discovered and the 
necessary repairs promptly made. Running a modern coal washer 
without a chemist would be like running a modern power plant without 
recording gages. 

After a coal washer has been put into operation, the first point to 
determine is the ideal analysis for the washed coal to be produced. This 
sounds easy but it is often a complicated problem and is one that only a 
chemist can solve. If the plant is to produce commercial coal, a certain 
analysis for the washed coal has probably been guaranteed and the 
washer must meet this requirement. This is generally a simple matter, 
as the chemist is concerned with only one criterion. But if the plant is 
to produce coking coal, several requirements must be met. Up to a 
certain point, the ash content of washed coal has little effect on the coal 
content of the washer refuse, but when that point is passed any improve- 
ment in the ash content of the washed coal is quickly reflected in the 
washer loss. It then beomes a question as to whether the reduced pig- 
iron cost resulting from lower ash coke will more than offset the higher 
cost of washed coal. If the coal mine and blast furnace are owned by the 
same company, an endless argument between the two departments is 
inevitable, but the company chemist alone has the correct answer. 


CONSTRUCTION MATERIAL FOR COAL WASHERS 


In the early days, all buildings around coal mines were constructed 
of wood and the first coal washers were made of the same material. 
Gradually steel and concrete replaced wood for all mine buildings includ- 
ing coal washers. There is much difference of opinion as to whether 
concrete, cast iron, or structural steel is best suited for jig tanks and all 
three have their advocates. Steel plates are not satisfactory if the water 
being circulated in the jigs is corrosive; but if the circulating water is not 
corrosive fairly heavy plates have been found satisfactory. In the 
modern plants fireproof construction is used throughout. 
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Data CoverRING REPRESENTATIVE PLANTS 


The four large iron-producing companies of the Birmingham district 
have done much experimenting with coal washers and data covering one 
washing plant of each company have been furnished. 


Woodward Iron Co. Coal Washer, at Woodward Byproduct Plant 


This plant handles Pratt seam coal from the company’s mines at 
Dolomite and Mulga. The flow sheet, Fig. 1, shows that all the raw 
coal goes through Bradford breakers and the material rejected by the 
breakers is carried to the refuse bin. The material passing the breaker 
perforations is delivered to a battery of Hummer screens. The material 
passing through the screens (3{¢ by 4 in. slots) bypasses the jigs and is 
taken directly to the washed-coal conveyor. Approximately 30 per cent. 
of the total run-of-mine coal is bypassed in this manner. The jig plant 
consists of four three-cell Faust jigs. Although the primary jigs are of 
the three-compartment type, a secondary product is not produced, the 
refuse from the third cells and the third hutches is handled in a battery 
of rewash jigs and the resulting washed product goes to the primary 
washed-coal bin. ‘Two cone settling tanks are installed at thisplant. As 
this plant is located within a few hundred feet of the byproduct ovens, 
the coal is dewatered in three Elmore dryers; it has been found that one 
of the dryers handles approximately 70 per cent. of the total washed-coal 
produced. 

The following figures have been furnished by the operating depart- 
ment of the Woodward Iron Co.: 


Volatile Fixed 
Matter, Carbon, Ash, 
Per Cert. Per Cent. Per Cent. 
Raw coal (coal sent to Bradford breakers)... 26.77 63.52 9.91 
Bypass coal (coal from breakers passing | 
through 34, by 14 in. slot, going to coal 
Jovbo ayalneyovene yAsholsole i woo moma oe eo emane 28.03 66.43 5.54 
Coal to jigs (coal from breaker remaining 
Onn346 by Lo ImScreen) skeet ae eine 25.96 62.15 11.89 
Coal from jigs (average from 4 Faust jigs 
for year ending May 1, 1924)............. 5.62 
Coal from rewash jigs (average for year 
ending Misiy, 13) 1924) eee 9.46 
Washed coal (a mixture from all jigs and 
bypass: coal)... 4.2.0) seen 27.95 | 66.05 6.00 


Refuse for the year, ending May 1, 1924, contained 3.21 per cent. 
float; the ash in the float was 6.58 per cent. The specific gravity of coal 
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is taken as 1.37. The screen test on coal from elevators (coal from all 


jigs) is 
On 0274 7ain Open eyy ral ee eae 5.9 per cent. 
On OPSZa-i Openness et. to ee 8.3 per cent. 
On 0.263-in. opening............... 24.5 per cent. 
On 0.093-in. opening............... 71.9 per cent. 
Through 000934In- Opening .7s... 22-3 28.1 per cent. 


The amount of water kept in circulation, per ton of coal washed, is 
approximately 950 gal.; amount of makeup water added, per ton of coal 
washed, is approximately 41 gal. 


Risco Plant of Republic Iron & Steel Co. 


This plant handles Mary Lee seam coal from the company’s Risco 
mine. The plant consists of three two-compartment Jigs of a modified 
Elmore type, having Elmore type revolving valves but specially designed 
plungers. The jigs are constructed of cast iron and cast steel throughout; 
each has a normal raw coal capacity of 70 tons per hour. 

This plant has more elaborate equipment for the preparation of the 
coal back of the jigs than any plant in the district. The flow sheet, 
Fig. 2, shows two rotary dumps. The rotary dump on the right is used 
only when it is desired to inspect the contents of a mine car, to see if the 
miners are loading dirty coal. Ordinarily the entire output goes through 
the rotary dump on the left. From this dump, the coal is fed to a Marcus 
sereen by a reciprocating feeder. The fines from the Marcus screen, 
passing through 1-in. perforations, are carried directly to the main belt 
conveyor; the balance of the product goes through a large single-roll 
crusher, then through a double-roll crusher and on to a shaking screen 
having 1-in. perforations. All coal passing the 1-in. perforations is 
conveyed by a belt to a set of short-stroke quick-acting screens having 
34¢-In. perforations and the material passing through the 34¢-in. per- 
forations can be made to bypass the jigs; the balance of the material is 
delivered to the jigs. 

The upper left-hand corner of the flow sheet shows that provision 
has been made for loading the entire output without washing; in that 
event, by manipulating the valves on the Marcus screen, any of the 
following grades can be produced: Lump coal, nut coal, lump and nut 
mixed, run-of-mine. 

The circulating water overflowing the settling tank, carrying in 
suspension a large amount of fine coal, is pumped to a 70-ft. Dorr 
thickener, set at an elevation above the jigs on near-by high ground. 
Two of these thickeners have been installed, the extra one to be used as 
output increases; this was the second Dorr installation to be made in 
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connection with coal washers, the first installation being at a mine in 
New Mexico. The clarified water from the Dorrs returns to the jigs — 
by gravity. This feed water to the jigs is, by special arrangement of — 
piping, fed either to the top or underneath the plungers or to both places, 
as best practice requires. The recovery of fine coal from the Dorr, con- 
sisting of 50 per cent. solids or coal and 50 per cent. water, is sluiced to the 
main washed-coal conveyor thence to washed-coal railroad bin. The 
Dorr recovery, being 50 per cent. water, falls on the coarse washed coal, 
the water filtering to the bottom of the washed-coal drag conveyor, in 
the trough of which are three sections of thin copper plate perforated with 
fine slotted perforations which allows all water free of coal to return to 
the settling tank. 

The operating officials of the Republic Iron & Steel Co. have fur- 
nished the following information. 


Due to the fact that the output of Risco mine has not been up to full capacity 
of the present jig equipment, rewash tables have not been installed and no thorough 
test of washer efficiency has been made. However, the following tests from our 
operation show approximate results obtained from tests made on reduced capacity. 
Adopting 1.35 as the specific gravity of pure coal, the percentage of coal and impuri- 
ties in the product going to the washer are as follows: 


FiotTation Trst or RUN-oF-MINE CRUSHED CoaL wiTH ANALYSIS 


Cuass, AMOUNT, AsH CONTENT, 
Speciric GRAVITY Par Cent. Per CENT. 
Pure coal accents cate oon ere 1.35 78.7 7.28 
Tmpure: coaliy serene wae seme ert lao 1.35-1.40 4.7 14.19 
Impure:coal serie eee ee 1.40-1.45 4.3 18.24 
Tmpure coals aceite ei eae 1.45-1.50 2.4 22.13 
Impure coal vechir sem een eie oe 1.50-1.55 1.2 28.51 
LM purer con aerewen seis ae re eee 1.55-1.75 1.5 35.85 
Impure coalesce cs eee 1.75 and over 7.2 72.14 


The average analysis of run-of-mine crushed coal is: Volatile matter, 
27.75 per cent.; fixed carbon, 55.50 per cent.; ash, 16.75 per cent.; sulfur, 
0.90 per cent. 

Average quantities, by sizing test, is as follows: 


Per Cent. Float at | Per Cont 
Size pk as F ier ais se 
te .35 1.35-1. : ‘ i Os 

se Specific Boece, | tae Hecate Specific 

Gravity Gravity Gravity Gravity Gravity 

1in.=34 ina eee 18.8 60.7 12.6 3.9 33503 18.9 
$7 in-'4, ins eee 45.1 | 79.0 9.9 3.9 2.6 4.6 
346 in.—20 mesh......... 27.0 89.5 325 1.9 1.6 3.5 

Through 20 mesh....... 9.1 89.6 10.4 

Whole sample.......... 100.0 19.7 7.8 3.0 3.2 6.3 
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The average analysis of the washed product is: Volatile matter 28.50 per cent., 
fixed carbon 62.25 per cent., ash 9.25 per cent., sulfur 0.80 per cent. 

Loss of coal of 1.40 sp. gr. in refuse, averages about 1.4 per cent. This 
can be materially reduced by rewashing the crushed bone coal on tables, as contem- 
_ plated in the original plans of the plant. Total washer loss is 8.5 per cent. to 9.5 

per cent. refuse. \ 

Since this plant has been in operation, the mine hag been producing coal largely 
from narrow work. Machine cutting on the narrow work on the bottom increases 
the amount of impurities in the fines, therefore, there has been no opportunity to by- 
pass the 3{,-in. coal without washing and it is not possible to say if this plan will be 
feasible when a larger amount of coal is received from the mine. However, in the 
design of the plant it was arranged that should the 3/¢-in. coal be too high in ash, this 
product, together with the recrushed bone coal from the second-compartment jig, will 
be washed over tables. This should insure almost a 100 per cent. recovery of coal in 
this washery. 

By using the Dorr thickeners, all fines from 60 to 200 mesh are removed auto- 
matically from the circulating water. Tests made in another plant show that return 
water from the Dorrs carried only 0.15 per cent. solids, the same water going to the 
Dorrs carrying 6 to 8 per cent. solids. The ash in the final product, using the tables 
to be installed, should be reduced to 8 or 8.25 per cent., as against a theoretical 7.28 
per cent. ash at 1.35 sp. gr. 

Water circulated per jig is approximately 1300 gal. per min., the capacity per jig is 
70 tons per hour. Feed water added to the plant is equivalent to the amount moisture 
loaded in the coal, that is, about 10 per cent. when the draining conveyor is not 
operating; this is equivalent to approximately 25 gal. per ton of coal washed. When 
the draining conveyor is operating, there is practically no water lost at the plant as 
coal is loaded out to approximately 8 per cent. moisture. . 

Analysis of the recovery from the Dorr thickeners averages approximately 1 per 
cent. higher than the ultimate washed-coal product; and amount recovered is approxi- 
mately 5 per cent., by weight, of amount water circulated continuously. By opera- 
tion of the Dorrs, no fines are pumped back into the jigs or under the plungers to be 
carried out in the slate or hutch draws and the circulating water is kept free of a 
cumbersome load of fines that, without the Dorr, build up to 11.3 per cent., by weight, 


of the water circulated. 


Sloss-Sheffield Steel & Iron Co. Washing Plant, at Flat Top Mine 


The Flat Top mine produces Mary Lee seam coal and the entire 
output of the mine is crushed and washed. The plant contained, origi- 
nally, crushing rolls and six two-compartment double-plunger jigs made 
by American Coal Washer Co. They are modified Faust type jigs having 
the driving mechanism located below the jigs. 

For several years, previous to 1921, the average yearly run-of-mine out- 
put was 408,716 tons and the washed-coal produced averaged 9.88 per cent. 
in ash; the refuse from the washer contained 8 per cent. good coal. In 
1921, it became necessary to increase the capacity of the mine; but 
neither the crushing plant nor the jigs could handle an increased 
output satisfactorily. q 

A Bradford breaker was installed and the two-compartment jigs 
were converted into single-compartment jigs of double length. For 
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1922 and 1923, the average output of the mine was increased to 604,346 
tons. The ash content of the washed coal averaged 9.11 per cent., and 
the loss of coal in the washer refuse ran 9.1 per cent. Unfortunately, 
the changes were made simultaneously and it is not possible to determine 
just how much of this increased capacity resulted from the installation 
of the Bradford breaker and how much from the change in the jigs, but 
the company’s engineers are satisfied that the change in design of jig _ 
has increased its capacity. 

With the six jigs as originally installed, five jigs were used for primary 
washing and the sixth jig was used to rewash the slate and hutch from 
the last compartments of the five jigs. Under the new arrangement, all 
Six jigs are used as primary jigs, as no rewashing is necessary. 


REFUSE BIN 
C] 20 Tons 
ELT CON PR: 
BOS Beseun eS A SS RAW COAL BIN -350 Tons ‘ 


*. DOUBLE ROLL 


I I 
CRUSHER FEEDERS 


WATER AND 
FINE COAL 
J RECOVERY 


360 CuFt. 


Ms BELT CONVEYOR 


TANK 
REFUSE 
1900 Gu. Ft 


BINS eRewK 


240 Tong _|l!0Tons 


CONCRETE DRAIN PAD 


F RAW COAL 
BELT CONVEYOR 


WASHED COAL 
Ya 5S =5 BOILER COAL 


Fig. 3.—FLow sHpet, BAYvIBW COAL-WASHING PLANT OF TENNESSEE Coat, Iron 
& Rartroap Co, 


Tennessee Coal, Iron & Railroad Co. Washer, at Bayview Mine 


' This plant handles only Pratt seam coal from the Bayview mine. 
The plant contains three three-compartment Elmore jigs; a flow sheet 


is shown in Fig. 3. The run-of-mine coal is first taken to a Bradford 
breaker, where the coal passing through the breaker screen has been 
crushed to 34 in. and under, and is then delivered to the jigs. In normal 
operation all the sludge is carried to the top of this tank. 

If any delays occur, such as might be caused by the breaking of an 
elevator or a main supply water line, all the circulating water from the 
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_ washing plant is immediately drained to a sump in the ground just in 
front of the cone sludge tank. When the plant is ready to resume opera- 
tions, this water is elevated into the sludge tank and operations are begun. 
This sump is necessary because all the drainage from this washing plant 
finds its way to the main water supply of the company’s furnace and steel 
plant at Ensley, so every precaution has been taken to prevent impurities 
reaching this supply. In a four-day test, it was found that the fine coal 
carried off by waste water from this washer amounted to only 8.7 lb. 
per 1000 tons washed coal produced. | 

The flow sheet shows that provision has been made for loading lump 
coal but under normal conditions all of the coal is treated in the washer. 

Considering the tonnage produced and the quality of the product one 
cannot fail to be impressed by the small size of this washing plant. This 
is partly because rewash jigs and tables are not used. The product 
coming from the last refuse valve on each jig is high in ash but it makes 
a satisfactory boiler coal so the company has found it cheaper to use this 
at its boilers (it is only equivalent to 6.53 per cent. of the total raw coal) 
than to install the necessary rewash jigs or tables. 

Not all of the washers delivering coal for coking purposes produce boiler 
coal but none of them, in Alabama, are using tables at the present time. 
Several commercial mines have recently installed tables at their washing 
plants. 

For the year 1923 the following results were obtained at this plant; 
the data were furnished by the engineering department of the company. 


Per CEnt. Tons Tons 
Raw coal delivered to washer............... 494,733 
Washed coal to coking ovens, 1.37 sp. gr.... 82.05 405,931 
Boiler coal to steam plants, 1.37—1.56 sp. gr. 6.53 32,295 
Refuse over 1.56 sp. gr., 11.42-5.4 per cent. 
Flos Eee foods «Oem ee lene 3e 10.81 53,489 
Washer loss, float at 1.36 sp. gr. in refuse.... 0.61 3,018 
100.00 494,733 
INimpberof Oshrs tire PeNavlOliy surmise rss ol a. cle ea sites ose). 566 
TRE ON Tay CO FOP WUE, o.oo com ee Oe Cee be cereal Be otep pido be 874 


PROXIMATE ANALYSIS 


VOLATILE FIxepD 


CoaL bo Co ee pee Scant Pua Cone Pio NT 
Vin C ORIN cons ic vcny kane eeaaees 26.42 61.14 12.44 1376 
WWiasheducoa lan as or te ae 28.18 67.06 4.76 1.30 
BOUT COMLAIte pet Gitta de ee ae 25.45 59.73 14.82 2.25 


Refuse float (5.4 per cent.)....... 5.19 1.49 
Sink (94.6 per cent.)........... 62.81 4.74 
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Sizina Tests 


Rawrcoalarcae tar ot elem siete ee eine Over 34 in. 9 percent.| Note per cent. 

‘Washed:coal. micchoo soureet maetemiot cae Over 14 in. 19 per cent.} of sizes is very 
Boailoricgal wartime cach ratctte eee Over 4 in. 20 per cent.} variable. 

Refuse float (5.4 per cent.)............. Over }g in. 14 per cent. 

inks (Q4:G per Celts) = ter eer ares Under 1g in. 42 per cent; ash 7.3 per cent. 
Inherent ash in coal at 1.37 sp. gr..............-..-. 4.2 per cent. 
iniherenb MOsbUTE COAL: pee octets tee aie aieereds 3.2 per cent. 
Washer efficiency: separation...................-.-- 88.23 per cent. 
YOCOVERY see.< seis 5 4 oiete ee crear 99.39 per cent. 
‘Totalteficiencys acme tee re. citrate 87.69 per cent. 


Water in circulation, 600 gal. per ton of coal washed per shift; 
approximately 970 gal. per min. 

Water loss 27 gal. per ton of coal washed. 

Average power used 1.24 kw.-hr. per ton washed coal. 


DISCUSSION 


WittiAM Kewuty, Iron Mountain, Mich.—Is the dry-cleaning 
method used? 


H. 8. Gnismer.—Neither the dry-cleaning process nor the Chance 
sand-liquid method has been tested in Alabama; but all other 
methods used for cleaning bituminous coal have been largely brought to 
perfection in this state. 


H. D. Pauuister, Tuscaloosa, Alaa—Have you the results from the 
recent work on the tables with reference to fine coal? 


H. S. Guismer.—None of the iron-producing companies has adopted 
the tables, though three commercial operators have installed tables 
within the last six months. I tried to learn the results, but they were 
not willing to release the data just now. At the mines producing domes- 
tic coal, fines present a difficult problem; until within the past six 
months all the fine coal was wasted. The operators are trying to recover 
some of it on the table. 


L. E. Bryant, Rockwood, Tenn.—Is there any connection between 
the sulfur content of the sludge and the effect of the sludge on vegetation? 


Mitton H. Fries, Birmingham, Ala.—The sulfur content is very 
light. The sulfur was not found to be objectionable when the experi- 
ments were made at Auburn, with soil that had been contaminated with 
washer sludge. As a matter of fact, the growth of plants planted in 
water taken from the watershed affected was much better than the 
growth of plants planted in distilled water. I think it was proved that 
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the water from the particular washer in question had some food value as 
compared with distilled water. The sulfur in this coal runs very low. 


H. 8. Grtsmer.—Occasionally the sulfur in the Pratt coal goes as high 
_as 1.75 per cent.; that is above the average of sulfur content in the coals 
of this state. 


t 
L, E. Bryant.—Probably for 40 years they have been washing what 
is called Sewanee (sometimes called Nelson) coal; this coal is low in sulfur. 
No provision is made for putting the sludge in a basin, so it flows off for 
perhaps 15 miles and deposits on the river bottoms. During the first 
year or two several suits were brought against the company, which began 
to buy some of the farms. Recently it has been found that the little 
lumps of coal, when the coal is low in sulfur, increase the porosity of the 
soil, giving it a chance to make plant food; the crops are not affected at 
all. In western Kentucky, where the sulfur is almost equal in heat value 
to the carbon, the sludge is not beneficial to the soil. I wonder if it was 
not the sulfur that caused the trouble rather than the sludge. 


H. 8. Geismer.—Perhaps some chemist could help us on that proposi- 
tion? Sulfur in the form in which it exists in coal (largely sulfide of 
iron) is insoluble and, therefore, would do no damage. It is only when 
_ the sulfide oxidizes to sulfuric acid that damage is done. Oxidation 
takes place when coal is stacked or piled and when the sulfuric acid 
reaches the streams, it causes many troubles. I do not know, though, 
whether the coal in fine particles in the soil would oxidize, as it would not 
be subjected to the heat generated in the large piles. 


Eimer F. Harris, University, Ala.—The carbon of coal is soft and the 
oxidation would be very low. If the refuse content is increased, naturally 
it would facilitate the oxidation of the coal. The fine coal, when depos- 
ited on the land, would necessarily have to be there for many years; 
whether it had food value for plants would not be the only thing that 
would be considered. 


James A. Barr, Mt. Pleasant, Tenn.—Sulfur is one of the needed 
constituents of fertilizer in California. It is present in the form of gyp- 
sum or calcium sulfate. On the alkali lands it is very valuable. 


L. E. Byrant.—That might be the solution. It may be that sulfur 
does damage in the western country. The effluent contains iron, alum- 
inum, and alum; there is little sulfuric acid. The solution corrodes any 
metal and stops plant growth. 

Mitton H. Fres.—The trouble with which we must contend is the 
water that flows from the washer. The washers in this district require 
from 100 to 150 gal. per min. of make-up water; in some cases where the 
water is used just once, 1000 gal. per min. is required. The farmers 
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A a 
along the creeks complain that these waters carry fine coal and fine — 


particles of fireclay upon their property, and damage it. We had that. z 


water analyzed and found that the water was alkaline; also, by experi- 
ments at the State Agricultural College, that in the soil along these creeks, 
where the deposits of fine coal was thickest, these washer fines would not 
injure plant growth. 

The slate that comes from the washer should not be confused with 
the fine coal and fine fireclay that is held in suspension in the water 
flowing down the creek. This water is not high in sulfur because it is 
the overflow from the settling tanks, the sulfur, being heavier, sinks. 

Wituram Ketry.—A little over 40 years ago, I accepted a position 
at a furnace property on the west border of the Broad Top coal field in 
southern Pennsylvania. As the coal was thought not to be clean enough 
for furnace coke, a coal washer had been erected some years before and 
was in operation, up to a couple of days before my arrival, when it had 
been closed for the Christmas holidays on account of a shortage of men. 
Coke from the unwashed coal had therefore been charged into the fur- 
naces, and it was expected that the furnaces would run cold. So we 
watched the gas, cinder, and iron, but there was apparently no change in 
the heat of the furnace. It was then suggested that we run through the 
holidays with the unwashed coal, and after that, if no change in heat 
became apparent, that we run for two-weeks periods with washed and 
with unwashed coal alternately to determine if there was any difference 
in the heat obtained. The change was made as I remember it, three 
times and then the coal washer was shut down. This effected a saving 
of nearly 50 cents a ton on the cost of the pig iron. 

Later we found that the coal washer had been taking out some of the 
purest and best coal with the slate, probably just enough coal to melt the 
slate eliminated. There was not much sulfur in that coal, so there was no 
other reason for washing the coal. Of course, had the coal-washer problem 
been met as it is being today, the loss of the fine coal would have been 
saved, and very different results obtained. 

GrorGE G. Crawrorpb, Birmingham, Ala.—Does the refuse from coal 
washers affect the fish in the streams? How many coal mines are on the 
watershed of the Village Creek reservoir? 

K. C. Wricut, Tuscaloosa, Ala~—There are six mines and seven 
washers, but there are so many gold fish in that reservoir that we are 
glad to have them taken out. 

GeorGE 8. Ricr, Washington, D. C_.—How much of the sulfur is in 
the form of pyrites? 

Exmer F. Harris.—I have no data concerning that, but at least 
three-fourths of the sulfur is usually quite well disseminated through 
the coal. There is some organic sulfur, and a little combined with lime. 
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R. V. Norris, Wilkes Barre, Pa.—In the older days in the anthracite 
field of Pennsylvania, we had a very serious stream-pollution proposition. 
The refuse from the mines was deposited along the streams, and then 
_ washed into them so that not merely the streams, but the Susquehanna 
River to below Harrisburg, had large deposits of coal. An efficient 
method of prevention is to filter the sludge from the washer through a 
filter bed, made of the refuse banks themselves; the water comes out very 
clear from drains under them. When a law requiring the neutralization 
of the acids from the coal mines was proposed in Congress, one of the 
anthracite companies found that the amount of limestone necessary to 
neutralize the acid water from this operation would be considerably 
more than double the total output of limestone in the United States. 
It is not a question of putting into the water a few pounds of limestone; 
it would result in putting an enormous additional cost on an industry 
that cannot bearit. Ido not believe we can have mine waters absolutely 
free from acids, I do not believe we should be required to, and I do not 
think that the damage done by the acid waters in streams could compare 
with the damage done to the country by forcing additional cost on coal 
production with the resulting increase in price. 
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Byproduct Coking in Alabama 


By F. W. Miuusr,* Brrmineuam, ALA. 
(Birmingham Meeting, October, 1924) 
Prior to the Civil War, there were several small charcoal furnaces 


for smelting the brown limonite ore that is found, in comparatively ‘ 


small bodies, throughout the central and north-central portions of the 
state. During the Civil War, these furnaces furnished charcoal iron 
to the Confederate Government. 

No attention was paid to the large bodies of lime-bearing hematite 
ore that now supplies the bulk of the ore used in the various blast-furnace 
plants of this district until the latter part of the 19th century. Red 
Mountain, which is the southernmost and one of the smaller ranges of 
the Appalachian Chain, lying immediately south of the Birmingham 
and Bessemer, is the principal source of this ore. The orebody outcrops 
on the northern face, extends through the mountain, and underlies 
Shades Valley on the southern side. 

When it was found that these ores could be worked satisfactorily in 
the blast furnaces, there was a comparatively rapid growth in the blast- 
furnace industry in the Birmingham district. As these ores are far more 
refractory than the limonite ores, this blast-furnace development was 
accompanied by the construction of beehive ovens to carbonize the coal, 
in order to supply the necessary fuel. The state’s production of bee- 
hive coke in 1880 was 60,781 tons; ten years later this had increased to 
1,072,942 tons; and, in 1897 the production had reached 1,443,017 tons. 
In 1898, the first byproduct oven built in the state was put in operation. 
This plant consisted of 120 horizontal-flue Semet-Soivay ovens, three 
flues in height by thirty flues in length with an average width of 16 in. 
The plant was constructed by the Semet-Solvay Co., for the Tennessee 
Coal, Iron & Railroad Co., and was located adjacent to the blast-furnace 
plant of that company at Ensley. Coal was delivered from the Pratt 
mines, by gravity tracks, directly into bins of the ovens after having 


* Manager Byproduct Department, Sloss-Sheffield Steel & Iron Co. 
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__ been properly crushed and washed at the mines, The coke was delivered 
by the Semet-Solvay Co. into coke bins of the blast furnaces directly 
from the quenching cars. 

The coke production in 1898, for the entire state, was 1,663,000 tons; 
and in 1900, 2,110,837 tons. 

In 1902, four additional batteries of Semet-Solvay ovens were added 
to this plant. These later ovens were of the same ‘dimensions but were 
four flues in height; that is, the heating wall was 80 in. high instead of 60 
in.; and the total coke production for the state increased to 2,552,246 tons. 

The plant, as originally constructed, was of the recuperative type; 
the waste heat passed parallel to the waste gases in the sole flue of the 
oven, bringing the temperature of the incoming air up to approximately 
350° C. The waste heat was then allowed to flow through waste-heat 
boilers and produced the high-pressure and process steam, together with 
the electric power required for the complete operation of the plant. 

The refractory lining of the early ovens consisted of high-grade fire- 
clay tile imported from Belgium. These tile blocks were from 20 to 30 
in. long, 20 in. high, and approximately 12 in. wide, with a hole of eliptic 
cross-section running through the block. The blocks were tongued and 
grooved, to prevent leakage, and were set with high-grade American 
clay. The division walls between adjoining ones were constructed of 
standard 9-in. firebrick and, for the coking periods permitted at that 
time, served their purpose excellently. 

This plant, the Belgian tile having been replaced by silica shapes, 
was operated through the World War, on a coking time of approximately 
15 hr. and has maintained an equal or better coking time up to the pres- 
ent. It has a remarkable record for consistency in operation throughout 
its 26 years and is capable of indefinite operation, although handicapped 
by the small size of the coking chamber. Its annual capacity is 730,000 
tons of dry coal or about 530,000 tons of coke. 

In 1906, the Semet-Solvay Co. constructed, for the Central Iron & 
Fuel Co., at Holt, 40 Semet-Solvay ovens of the cold-air type. These 
ovens are 100 in. to the coal line, 16 in. average width, and 30 ft. in length. 
No more byproduct ovens were added until 1911-12, when the plants of 
the Woodward Iron Co. and the Tennessee Coal & Iron Railroad Co. 
were constructed. 

The Woodward plant consisted of 170 Koppers ovens and 60 Wilputte 
ovens; the Koppers ovens have an average width of 18)4 in., are 8 ft. 
7 in. to the coal line, and 39 ft. long. The Wilputte ovens have an aver- 
age width of 1034 in., are 8 ft. 7 in. to the coal line, and 35 ft. 9 in. 
long. No. 1 battery was built in April, 1911; No. 2 battery in August, 
1923; No. 3 battery in December, 1914; and No. 4 battery in November, 
1917. This plant has a maximum capacity of 1,760,000 tons dry coal 


per year. 
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In 1911, the Tennessee Coal, Iron & Railroad Co. constructed four é 
batteries of Koppers ovens 1934 in. wide, 8 ft. 6 in. to the coal line, and — 
37 ft. 3in. long; the plant at that time had an annual capacity of 2,146, 000 
tons of coal. In 1920, this company added two batteries of 77 ovens 
each, bringing the total number of ovens in this plant up to 434 and 
increasing its annual coal capacity to 3,340,000 tons. This plant now 
supplies all the coke required by 11 active blast-furnace stacks of 
the Tennessee Coal & Iron Co. and, in addition, is capable of handling 
some coke for the commercial market. In 1913, the coke production of 
the state had risen to 3,323,664 tons, 2,022,959 tons of which was bypro- 
duct coke and 1,300,705 tons was beehive. 

In 1917, the Gulf States Steel Co., located at Alabama City, placed 
in run its byproduct plant of 37 standard Koppers ovens, with an 
annual capacity of 250,000 tons of dry coal. These ovens have an 
average width of 1814 in., are 9 ft. 10in. to the coal line and 37 ft. 
long. The average coking time for 1923 was 15 hr. 21 min., the plant 
having been in continuous run since April 17, 1917, with no extensive 
repairs and with excellent results. 

As a result of the stimulus of the World War, the Alabama By- 
Product Corpn. constructed at Tarrant, a suburb of Birmingham, 50 
Koppers ovens having an average width of 16 in.; height to coal line, 
9 ft. 10 in.; and a length of 37 ft. The Sloss-Sheffield Steel & Iron Co. 
began the construction of 120 Semet-Solvay ovens with an average 
width of 1814 in., height to coal line 11 ft., and a length of 36 ft. These 
ovens, which have the largest coking chambers of any ovens in the state, 
have a capacity of approximately 15 tons of coal per oven charged and 
an annual coal capacity of 970,000 dry tons. In 1923, the Alabama 
By-Product Corpn. added 25 ovens of the same capacity to the original 
battery; bringing the annual coal capacity to 456,000 dry tons. 

The total coke production of the state for 1923 was 4,200,000 tons, 
of which 268,000 tons was produced in beehive ovens and 3,932,000 tons in 
byproduct ovens. This means that less than 7 per cent of the total 
coal carbonized for metallurgical purposes in the state was carbonized 
in beehive ovens. It is not necessary to go into the fundamental causes 
of this rapid displacement of the beehive by the byproduct oven. The 
byproduct oven represents a much larger capital outlay per ton of coal 
carbonized, but the byproducts are fully capable of carrying this increase. 
The more uniform grade of coke, the direct saving of coal through yield 
of coke, the conservation of coal resources, and the reduction of labor 
cost, together with more favorable working conditions for labor are 
the major factors. 

It is, however, noteworthy that Alabama, which has always enjoyed 
a plentiful supply of common labor at comparatively low rates, has 
outstripped her sister states in her progress in coking. 
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The annual capacity, in tons of dry coal, for this district: 


Tennessee Coal, Iron & Railroad Co., Ensley.............. 730,000 
pontral ‘Iron Paemmne Bolt. ...... 0S 330,000 
Woodward Tron Cosmwoodward/¥i/......0..6. 0) eae... 1,760,000 

“, _—« Tennessee Coal, Iron & Railroad Co., Fairfield............. 3,340,000 
Gulf States Steel Co., Alabama City........... Reo ak ep 250,000 
Alabama By-Prodnet Corpn., Tarrant.................... 456,000 
Sloss-Sheffield Steel & Iron Co., Birmingham.............. 970,000 

‘ 7,836,000 


Tt will be noted that the combined coking capacity of all of these 
plants, if operated at their maximum production rate, will be equivalent 
to the consumption of 7,836,000 tons. Assuming an average yield of 
75 per cent of furnace fuel, these plants will produce annually, 5,362,000 
tons of coke. As the maximum amount of coke so far produced in the 
state in any one year (1917) was 4,892,589 tons, even when allowance 
is made for improvements in furnace capacity, which have been steadily 
taking place, the byproduct ovens are capable of producing all the 
coke required by the state without any assistance from the beehive 
ovens whatsoever. 

There is no district in the United States in which the substitution 
of the beehive oven has been so complete as in the state of Alabama. 
The districts of Chicago, Detroit, Buffalo, and a few other points, of 
course, have no beehive ovens; the development at these points represent 
a transference of the coking operation from the mine mouth in Pennsyl- 
vania, Kentucky, and West Virginia to the point of demand. This 
transfer has been justified by the production of coke-oven gas for domestic 
and industrial uses and by making available valuable byproducts nearer 
the point of consumption. 

As the South is proportionately the largest’ consumer of ammonium 
sulfate, practically all of the ammonium produced by the Alabama 
byproduct ovens is produced in the form of ammonium sulfate and 
marketed to the various manufacturers of commercial fertilizer. 

As the Birmingham district is the largest producer of cast-iron pipe 
in the world, it is also the largest consumer of coal tar for the dipping 
of the pipe manufactured in this district. 

The development of blended motor fuel has probably been carried 
farther in the Birmingham district than anywhere else in the United 
States and, consequently, almost the entire production of benzol is con- 
sumed within a reasonable radius of Birmingham, by the automotive 
industry. During the late World War, practically all of this benzol 
was converted into pure products and consumed by the manufacturers 
of munitions. 

The coke-oven gas from the various plants is largely consumed by 
industries and municipalities. The plant of the Sloss-Sheffield Steel & 
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Iron Co. supplies domestic gas of approximately 550 B.t.u. to Birmingham — 
through the Birmingham Electric Co. The Holt plant supplies gas to 
Tuscaloosa and to the ore-nodulizing plant of The Central Iron & Fuel Co. 
The Tennessee Coal, Iron & Railroad Co. consumes its gas in its steel 
plant; in addition, it receives about 6,000,000 to 7,000,000 cu. ft. daily from 
the Semet-Solvay ovens at Ensley. The Alabama By-Product Corpn. 
has a 3,000,000 cu. ft. holder, in which it stores the surplus gas produced 
at night, thus making all of its surplus gas available during the day. 
This has enabled the company to supply, through a subsidiary pipeline 
company, gas to the Stockham Pipe & Fittings Co., the American Radia- 
tor Co., the Kilby Frog & Switch Co., and the Vulcan Rivet Co. 

The Gulf States Steel Co. consumes its surplus gas within its own 
steel plant, while the Woodward Iron Co. uses its gas under boilers, 
supplementing its blast-furnace gas to produce steam not only for its 
furnace plant but to supply power for its mines and other activities. 

The members of the Institute will be interested in seeing the boiler 
and power plant of the Sloss-Sheffield Steel & Iron Co. This plant, 
located at its byproduct plant, has a battery of eight Sterling boilers 
equipped to burn coke-oven gas, coke breeze in Coxe stokers, and pulver- 
ized coal. This power plant supplies the company’s coal and ore mines, 
its quarry, and two of its furnaces, in addition to its byproduct plant 
requirements, and sells power to the Phoenix Portland Cement Co. 
Extreme flexibility is required in order to be able to supply gas to the 
city in amounts varying over wide limits with the seasons, and to take 
care of the rapid hourly fluctuations of its mine load. 

Inasmuch as the conversion from beehive carbonization to byproduct 
coking has been so complete, the construction of byproduct ovens will 
be relatively slower, as it will be forced to follow the development of the 
blast furnace and steel industry. However, as the South is now consum- 
ing the greater part of the iron produced in this district and this southern 
demand is growing rapidly, additional blast furnaces, and probably 
steel plants, will be constructed and the construction of byproduct 
ovens will keep pace with this development. 


DISCUSSION 


THEODORE Swann, Birmingham, Ala.—We have been working for 
about two years on the production of phosphoric acid in an electric 
furnace, by charging phosphate rock into the furnace. We can make 
the liquid phosphoric acid, running from 90 to 93 per cent. H3PO, and 
use it, instead of sulfuric acid, to fix the ammonium liquid produced from 
the byproduct ovens in this district. We make a product that runs about 
6014 per cent. phosphoric acid and about 1414 per cent. ammonium. 
By using the pure phosphoric acid and pure ammonium, though the 


satisfactory, bs ‘can make the phot phenom 
anufacture of fertilizer. Phosphoric acid is the correct 
use e to fix Anne for fertilizer, not sulfuric acid. If it is desired 


heat reaction is somewhat greater. We foynd a rectangular boiler 
made out of 2-in. tongue-and-grooved plank, lead lined, with a brick 
ing inside of that, very satisfactory and efficient. 
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si the cost, a cheaper grade of phosphoric acid may be made; the © 
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Belt Conveying of Coal at H. C. Frick Coke Company Mines 


By Tuomas W. Dawson,* ScoTrpaLE, Pa. 


(New York Meeting, February, 1925) 


Tur H. C. Frick Coke Co. has used belt conveyers for handling coal 
for the last eighteen years but, until recently, only for small tonnages and 
over short distances. The first installations were outside the mines for 
distributing coal to various parts of plants. A belt conveyer was 
put in service at Colonial No. 4 Mine in November, 1906, to carry coal 
from the main hoisting shaft to a storage bin serving two blocks of — 
beehive ovens on the other side of the valley; it was in constant service 
until the Colonial No. 4 ovens were abandoned less than a year ago. 
This conveyor was in an overhead gallery that spanned our sidings and 
yard tracks and the main line of the Pennsylvania Railroad. It was a 
crude installation, from the viewpoint of present conveyor engineering 
practice. It had no mechanical feeding device, the coal simply ran 
through a gate in the side of a bin on to the belt; but one belt on this 
conveyor lasted eleven years. This conveyor is about 300 ft. long center 
to center of pulleys. It operated at a speed of 250 ft. per min. and 
carried about 400 tons per day. On this basis, the belt life of eleven 
years means that not over a million and a quarter tons was carried by 
the belt. While this is not a large tonnage, the cost per ton was 
much less than by any previous method in use for supplying coal to ovens 
located at a distance from the main shaft. 

The next belt conveyor was installed at Bridgeport Mine in 1907. 
It carried about the same daily tonnage as the first, delivering from the 
hoisting shaft to a coke-oven bin. Very few data were kept on this 
conveyor. It also operated until the coke ovens at the plant were put 
out of blast and the coal taken to the Clairton byproduct plant by river. 

In 1916, work was started to equip the Bridgeport, Palmer, Gates, 
and Ronco mines to load their entire output on the river for transporta- 
tion to the Clairton byproduct plant, which was then being built. These 
mines were all operating at that time and had a large area of coal avail- 
able for river shipment. The Monongahela Railroad was located 
between the hoisting shaft and the river at each of these plants and, 
therefore, had to be crossed at each location to deliver coal to the river. 

After careful study, it was decided to transport this coal from the 
hoisting shaft to the river at each of these plants by belt conveyors. 


* Chief Engineer, H. C. Frick Coke Co. 
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Bridgeport was designed to handle 2000 tons and the other plants 2500 
tons per day each. Bridgeport was provided with a belt 42 in. wide, 
and each of the others with belts 48 in. wide, all to be operated at a speed 
of 300 ft. per min. The lengths of these conveyors were: Bridgeport 
674 ft., Palmer 612 ft., Gates 150 ft., and Ronco 361 ft. All the convey- 
ing equipment for these plants was purchased ftom the Stephens-Adam- 
son Mfg. Co. All drives, except the Bridgeport which is driven tandem 
near the tail end, are of the single head-end type. In all cases, the 
reduction from motor to pulley is through cut steel spur gears. All 
main bearings are plain, babbitted, grease-cup lubricated. All carriers 
are Stephens-Adamson ball-bearing Uni-roll type. These ball bearings 
are of the cup-and-cone type. Each conveyor is fed by an apron 
conveyor of the corrugated pan type. They started operating in the 
following order: Bridgeport, March, 1917; Gates, July, 1917; Palmer, 
July, 1918; and Ronco, October, 1918. At the close of 1924, Bridgeport 
had carried 4,472,256 tons, Gates 6,211,647 tons, Palmer 4,104,807 tons, 
and Ronco 6,237,717 tons of coal. All of the conveyors, except the one 
at Gates, are still operating with the original belts and carriers, 
and all the belts look good for at least’ another year’s service. The cost 
records on the carriers show that the upkeep gradually increased up to 
1921; since then it has been practically constant. This seems to indicate 
- that these carriers can be kept operating for several years yet at about 
the present cost. In 1923, we replaced all carriers on the Gates conveyor 
in order to try a new carrier of the Jeffrey Mfg. Co. In January, 1924, 
we replaced the belt on this conveyor and used the old belt on the new 
Colonial system, rather than cut up new belt for the purpose. When 
taken off the conveyor, this belt was in as good condition as the other 
belts; showing that if a belt is properly fed about as long a life can 
be expected from a short one as from a long one. 

Very soon after these conveyors were started, it became apparent 
that they were great labor savers. They carried all the coal that could 
be hoisted with no delays and were able to handle larger tonnages than 
they had been designed for. By the latter part of 1919, the output of 
Ronco mine was brought up to 5000 tons per day, Gates to 3000 tons, and 
Bridgeport to 2500 tons. The Ronco conveyor handled its tonnage, 
which was double the amount for which it was designed, with ease and 
no delays in operation. With the completion of these installations, all 
the mines owned by the H. C. Frick Coke Co., located directly along the 
Monongahela River, were equipped to load their entire output in barges 
for transportation to the Clairton byproduct plant. 

Early in 1919, it was decided to increase the capacity of the Clairton 
byproducts coke plant, when it would require an additional daily supply 
of 8000 tons. At this time, we had operated river mines long enough to 
know that a material saving was to be derived by delivering this addi- 
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tional tonnage by water instead of by rail, so it was decided to trans- 
port the coal from the three Colonial mines, lying farther back from the 
river, to the river and load it in barges. The origin and reasons for the 
method developed for handling this coal have been described in Coal Age, 
Dec. 25, 1924. 


Taste 1.—Data Relative to Belt-conveyor Installation for Transporting 
Run-of-mine Coal from Car Dumper at a Central Point in Colonial 
Mines 4.3 Miles to Monongahela River 


. oe a Ze ob 

ela £ : S | Sy8e| 28s Pe ee ba 
Bae hues x Fs 2 REE 3 Be 3 b 28 g 
s\cs} ¢ | = | € | & | s#ee|s3z] 2 | eg | @ 
3 |se| 3 3 ¢ | 22 | es88|bee| 3 | See |-z 
5 an 6) a a a ia ae vi Q oa) P 
1 48 | 1,220 Single 800 — 2.25 248 80 8 8,889 | 35 
2 | 48 | 1,220 | Single 417 | + 8.1 | 140 | 54{| 8| 6,000 | 31 
3 48 | 1,220 Single 320 + 4.5 106 39 8 4,334 23 
4 48 | 1,220 Tandem 1,029 +19.6 347 132 8 9,680 | 38 
5) 48 | 1,220 Tandem 1,101 +19.6 369 139 8 | 10,193 40 
6 48 } 1,220 Tandem 1,497 Level 470 157 | 10) eons 40 
Wh 48 | 1,220 Tandem | 1,401 —12.23 425 132 8 9,700 | 38 
8 48 | 1,220 Tandem | 1,500 Level 470 157 | 10 | 11,513 | 40 
9 48 | 1,220 Tandem 933 +11.25 306 111 8 8,140 32 


10 | 48 | 1,220 | Tandem | 1,413 | +11.2 | 457 | 161 | 10 | 11,807 | 42 
11 | 48 | 1,220 | Tandem | 1,513 | + 2.72| 478 | 161 | 10 | 11,807 | 42 
12 | 48 | 1,220 | Tandem | 1,321 | +19.12| 438 | 161 | 10 | 11,807 | 42 
13 | 48 | 1,220 | Tandem | 1,324 | +23.6 | 444 | 167 | 10 | 12,247 | 44 
14 | 48 | 1,220 | Tandem | 1,342 | +21.07| 444 | 167 | 10 | 12,247 | 44 
15 | 48 | 1,220 | Tandem | 1,296 | +23.87| 444 | 167] 10 | 12,247 | 44 
16 | 42] 860 | Tandem | 1,263 | +26.3 | 302 | 116] 8 | 86507 | 34 
17 | 42| 860 | Tandem | 1,366 | +17.47| 302 | 116| 8 

18 | 42] 860 | Tandem | 1,214 | +30.47| 302 | 116| 8 

19 | 42| 860 | Tandem | 1,278 | +24.97| 302 | 116| 8 | 8507 | 34 
20 | 42] 860 | Tandem | 1,212 | +30.67| 302 | 116| 8 


@ Stress in pounds per inch of width per ply. 


These three mines have sufficient acreage of coal to last 25 years, 
when worked at the rate of 8500 tons per day for 300 days in the year. 
After a thorough analysis, it was decided to build a system of belt con- 
veyors, having a total length of 22,930 ft., for transporting this coal 
from a point inside the mine where it was to be delivered in mine wagons. 

As soon as this scheme was adopted, we ran a series of power tests on 
the four conveyors already operating along the Monongahela River, 
from which we developed a formula that would as nearly as possible fit 
all when length, speed, load, and lift were taken into consideration. 
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Knowing the conditions under which these conveyors were operating, 
this was considered a good basis on which to design conveyors of a much 
greater efficiency. With these data, lengths of conveyors were estab- 
lished which it was certain could be driven successfully. The data 
_ shown in Table 1 were compiled, and from these the entire system was 
developed step by step. It will be noted that the conveyors: were not 
put in exactly as shown by the original table. Various changes were 
made to suit local conditions and to take advantage of changes that 
developed in the scheme as the work of designing proceeded. 
The formula used for the preparation of this table was 


0.0087L . 0.01H 
HP = ( Ti'teas: i ama )xT 


This is simply a revision of a formula of Mooney and Darnell,! the change 
being in the percentages of load transferred into motor horsepower. 
In this formula L is length, in feet, of conveyor, center to center of pul- 
leys; H, lift in feet; and T, tons conveyed per hour. ; 

The result of all the tests on these conveyors showed that we could 
materially reduce the percentages of load used in the original formula. 
In the original formula, 2 per cent. of the tons per hour for every 100 ft. 
of length plus 1 per cent. of the tons per hour for every 10 ft. of vertical 
lift is used; in the case of these conveyers, this is reduced to 0.87 per cent. 
of the tons per hour for every 100 ft. of length plus 1 per cent. of the tons 
per hour for every 10 ft. of vertical lift. These percentages very closely 
fit the conditions, allowing us to figure back to the actual power consumed 
on each conveyor. Using this basis for figuring power in establishing 
lengths, we proceeded to improve the class of equipment for this job 
as much as possible. 

We believe that the power for driving a conveyor is the most impor- 
tant consideration in its design. The actual power consumption, though 
a considerable item in the operating cost, is the smallest measure of its 
importance in the design. The power required fixes the size of motor 
and control, size of main shafts and gear reductions and the ply of the 
belt, all of which directly affect the installation and overhead costs, and 
the maintenance and replacement costs. 

To reduce power to the minimum, the lubrication of all bearing 
points must be positive. As each bearing point is also a wearing point, 
it should be provided with the best possible bearing to suit its condition 
and also to assure its constant lubrication. All carriers must turn over 
freely all the time the belt is operating, and as long life as possible be 
provided. Abrupt bends should be avoided wherever possible, and the 


coal carried should retain its form as originally placed on the belt by 
ee 

1 J, D. Mooney and D. L. Darnell: Conveying Belt Calculating Chart. Trans. 
(1915) 52, 947. 
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the feeding arrangement. In case the belt is flattened at any place, the 
load loses its form and must be forced back to its original shape in going 
through the next carrier. This requires power, and may readily become 
a source of increased power consumption. To avoid this, the coal must 
be carried along in a perfectly quiet state with no changes in its physical 
form as it lies on the belt. 

In the Colonial System, there are in service 6598 carriers, which makes 
the attendance to bearings and their proper lubrication important. To 
get the highest possible efficiency every bearing must be in perfect 
condition and they must always be thoroughly lubricated. By adopting 
the three-pulley type carrier, the number of bearings and, consequently, 
the number of places to be lubricated, were reduced from 65,980 to 
39,588. The trough of the belt is practically the same as with the 
standard five-pulley type, making the carrying capacity practically 
equal to a conveyor equipped with standard five-pulley carriers. It has 
long been the custom to consider the belt itself as the most important 
item in a belt conveyor but thisis wrong. If the carriers are of atype that 
can be maintained in good operating condition with all pulleys revolving 
freely under the load, a much lighter belt can be used on the conveyor, 
materially reducing the first cost. This reduction in cost is made by 
reducing the power required to drive the conveyor. If a few of the 
pulleys become locked and fail to revolve under the load, a great increase 
in stress is thrown on to the belt and the driving mechanism. <A small 
crusher for crushing coal samples is now being driven from one return 
carrier; about 3 hp. is required to operate this small crusher, but this 
power is easily taken off the one return carrier and have it still revolving 
freely. This shows somewhat the demand for additional power on a 
conveyor in case one of the return carriers should become locked. The 
belt in this case slides over the carrier and immediately furnishes 
the power for driving; this condition is simply exaggerated if some of the 
troughing carriers under the load become locked. After considering all 
these features for power reduction, it was decided to adopt either ball 
or roller bearings of a high class for every bearing point in the system. 

As soon as the type of equipment for the system was definitely decided 
upon, the data shown in Table 2 were prepared. This table shows the 
characteristics of the various conveyors as they were installed. After 
these calculations were made, it was found that we were justified in 
reducing the ply of the belt from 10 ply, over a large part of the system, 
to 8 ply throughout the system. This reduced the cost of the belt on the 
entire installation about $50,000, paid for the bearings and more than 
justified our expectations in regard to reduction in power, as will be 
shown later. 

This conveying system serves three mines, each of which delivers 
about equal tonnages to the belt. These were all operating mines at the 
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time the scheme was developed for taking their output to the river, and 
this change in the operation simply involved increasing the output from 
an original daily production of about 3350 to 8500 tons per day for the 
_ three plants. A point was selected that was as central to these three 
mines as possible, making their haulages as nearly equal as possible; 
here a terminal was to be built and the coaF transferred from mine 
wagons to the belt-conveying system. This involved no change in the 
operation of the mines, with the exception of a reversal of the direction 
of hauling, and left each of the mines hauling its output about the same 
distance as when it hauled to its own original opening. 

‘It required better than ordinary provisions to transfer this large coal 
_ tonnage from mine wagons to the conveying system. With the mine car 
- in use, it is necessary to dump over 4000 cars per day; since the installa- 
tion we have actually dumped 5135 cars in one day. 

A scheme was developed for using two revolving dumps of sufficient 
length to handle entire trips of thirty-five cars each. These two dumps 
are each 374 ft. long, set over a bin of the same length with a capacity of 
1250 tons. ‘This gives a storage of one hour between the mine and the 
conveying system without tying up mine cars. Each of the three mines 
enters these dumps on its own independent track. The track system 
is arranged so that Colonial No. 1 and Colonial No. 3 mines, which enter 
at the same end of the dump, are able to place their trips on either dump 
by going through a crossover from their own tracks to the parallel, 
though each normally uses the dump on its own side. The trips from 
Colonial No. 4 mine enter the dump at the opposite end, using which- 
ever dump is empty. Block signals notify the motormen when each 
dump is clear. 

When a motorman arrives at the dump landing with a loaded trip, 
he cuts off the locomotive, runs around the trip and pushes it on the 
dump where it is turned over at once; when righted the empty cars 
are coupled to the locomotive and returned to the face, with a delay of 
only a few minutes. By this arrangement, for short periods, loaded 
trips up to three times the rated capacity of the conveying system can 
be taken care of as they come in. The bin under the dumps will hold 
sixteen loaded trips; with the conveyors running this allows a rapid 
handling, eliminates delays on the haulage system, and keeps all mine 
ears in motion practically all the time, except when being loaded. One 
man handles both dumps and takes care of the signals. The dumps are 
rotated by compressed air, three 17-in. diameter cylinders being used 
for the overturning and two for the reversing of each dump. Power is 
applied from these cylinders to the rotating cage structure through long 
H-beam sections and short lengths of wire rope; this eliminates the 
unequal stretch of long and short ropes used simultaneously. Ordi- 
narily, not over 5 min. elapse from the time a trip from any mine arrives 
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at the terminal until it is returning to the working face. These dumps 
were purchased from the Car Dumper & Equipment Co. 

Belt No. 20, which is 60 in. wide, extends under this hopper and is 
fed by thirty-four apron feeders, which are all in operation at the same 
time and so designed as to feed a regular tonnage to the belt according 
to the speed at which they are set to operate. They are all driven by a 
single variable-speed motor, each feeder being driven from a line shaft 
that is direct-connected to the driving motor. Chains from this line shaft 
drive worm-gear reductions, which, in turn, drive each of these feeders. 
These multiple feeders give a very even load on the conveying system, 
and, because of the light duty on each, should have a much longer life 
than could be expected where large tonnage is fed over a single feeder. 
When the system handles 8500 tons a day, each feeder handles only 
250 tons. 

Each manufacturer submitting a bid was required to furnish a sample 
carrier of the type proposed in his proposition. When all these were 
received and set up in one room, an excellent collection was available 
from which to choose; they were carefully examined before a selection 
was made. It became apparent, soon after bids were examined, that to 
get what was wanted for this system, it would be necessary to consider 
each item of the equipment separately and purchase each major part of 
the equipment from the manufacturer giving the best in its line. 

The carriers were purchased from the Stephens-Adamson Mfg. Co. 
This is a three-pulley carrier equipped with No. 204 S. R. B. annular 
ball bearings. It is substantially made and and all castings are of mal- 
leable iron. ‘The bearing housings are of malleable iron, designed with a 
liberal grease reservoir and mounted so as to oscillate and thus take care 
of any inaccuracies in alignment—either in manufacture or the result 
of accidents to the equipment. One unique feature has proved very 
useful in operation. The entire upper part of the carrier pivots on a 
fixed shaft, so that it may be turned back under the belt and laid down on 
the decking, thus permitting each unit to be examined and repaired, if 
necessary, while the belt is in operation. The return carriers are made 
of 7-in. tubing with a through live axle and supported at each end on the 
same bearings in the same mountings as used in the troughing carriers. 

‘After the carriers were selected, it was decided that none of the drives 
submitted by the manufacturers was satisfactory, so a drive was designed 
in the company’s office and new bids based on this design were obtained. 

The motors, which were purchased from the General Electric Co., are 
of the wound-rotor type, 2300-volt, three-phase, sixty-cycle, 900 
r.p.m., the driving pulleys being required to make 40 r.p.m. The 
motors were to be set in separate drive rooms located back in the coal: 
it was desirable that all gears be taken out of the main gallery in order te 
conserve space and remove all possible hazards in operation. A double- 
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reduction gearbox was designed as a unit to be installed in the motor 
_ room between the motor and the tandem driving pulleys. These pulleys 
_ were connected to the gear-reduction unit by two extension shafts fitted 
at each end with flexible couplings of the rubber-bushed pin type to allow 
for errors in alignment. Cut-steel herringbone, gears of small diameter 
and wide face were used, and all shafts were mounted on high-duty 
Hyatt bearings. This construction was adopted in order to get the 
highest possible efficiency from the drives and to allow the entire unit to 
be made accurately at the factory, assembled, tested, and shipped 
complete inside the gearbox ready for erection in its room. All gears 
run in oil, and the roller bearings are equipped so as to be readily acces- 
sible for lubrication. The connections between the gearboxes and 
the motors are made with Falk-Bibby couplings. Seventeen dupli- 
cate units of this kind and three of similar construction, but for single 
drives, were used in this installation. This equipment was purchased 
from the Falk Corpn. 

All drive and head pulleys are 48 in. in diameter, of cast iron, have 
split hubs, and are mounted on 714-in. shafts. These shafts are carried 
by two 6 by 7 in. heavy-duty Hyatt bearings in specially designed ball- 
and-socket housings. Heavy cast-iron bases are used to mount these 
bearings. These bases were accurately set to alignment and level, with 
no provision for adjustment; this worked out nicely, saving time and 
giving entire satisfaction. All snub and tail pulleys are 36 in. in diam- 
eter, with 514-in. shafts, and are equipped with 5 by 4 in. heavy duty 
bearings mounted in the same way as the larger ones. The driving 
pulleys are lagged with four-ply rubber belt. On the tandem drives, the 
belt is laced underneath first, thus putting the clean side of the belt against 
the main driving pulley. Each drive has a take-up pulley weighted 
to apply about 2000 Ib. initial tension to the belt. Just ahead of each 
take-up pulley is a snub pulley, which is provided with a solenoid brake 
to stop the conveyor and hold it in case there is sufficient lift to cause the 
conveyor to run backwards after the power is shut off. The Stephens- 
Adamson Mfg. Co. supplied this equipment. 

To provide for lubrication, every bearing in the system was equipped 
with an Alemite fitting. A car has been built that will carry a barrel 
of grease and a compressor for forcing the grease through a flexible 
tube, which is long enough to reach all the bearings. By the use of this 
car, all equipment can be lubricated at any time desired; this allows 
fixed periods to be set between complete lubrications of the equipment. 
Everything is so arranged throughout the system that every bearing 
can be lubricated with a standard grease gun while the conveyors are 
running, if this should be necessary. 

Carrier spacing was fixed at an average of 3 ft. 6 in., with graduated 
spacing from the head to the tail end. Various other spaces were 


1120 BELT CONVEYING OF COAL AT H. C. FRICK COKE COMPANY MINES © 


tried on a few conveyors, but no accurate data have been obtained. 
In the erection of carriers, marks were set on the steel stringers on each 
side at right angles to the center line of the belt to insure accurate spacing 
and alignment of carriers. All carriers were clamped to the steel stringers 
in order to allow of readily changing the spacing. 

The belts for this system are eight-ply, 32-0z. duck, 34g-in. rubber 
covered, with the exception of one of the shuttle conveyors, the 60-in. 
feeding belt, No. 20, under the dumping hopper, and belt No. 19, which 
are fabric belts manufactured by the Imperial Belting Co. The other 
belts are divided nearly equally between the B. F. Goodrich Rubber Co. 
and the Goodyear Tire & Rubber Co. 

It was recognized that, on a system as extensive as this, mechanical 
belt, splices would be a serious handicap, so the question of vulcanizing 
them in the field was discussed with the manufacturers. Three of these 
units required over 3000 lin. ft. of belt and the average was about 2000 
lin. ft. Because of limited headroom in the belt gallery, it was not 
possible to handle a roll of belting more than 700 ft. long, and most of 
them were nearer 500 ft. The entire system required a little over 47,000 
ft. of belting, making over 100 splices in the entire system. A portable 
electric vulcanizer was developed, by the Goodyear Tire & Rubber Co., 
for, this job. The vulcanizer was purchased and contracts made with 
both the Goodyear and Goodrich Rubber companies to make vulcanized 
field splices on their own belts with this equipment, leaving only one 
mechanical splice in each belt, which it was proposed to vuleanize after 
the belts had stretched. 

At the end of 1924, 1,265,909 tons of coal had been carried over these 
belts and none has stretched over 2 or 3 f{t., which does not allow enough 
belt to make a vulcanized splice. In this time, all the original mechanical 
splices have had to be renewed once, and a few have been renewed the 
second time. The vulcanizing is well justified, and we are proceeding to 
vulcanize all of these splices by the addition of a short piece of new belt 
and a double splice. In making these splices originally, the ends of the 
belts were stepped down in the factory and vulcanized after the belts 
were placed on the carriers. This was a successful undertaking and 
has eliminated much trouble in operation. 

The first analysis, Table 1, showed that, with instantaneous starting, 
the power required to start would be about three times that required 
for running. As the conveyors used for these determinations were 
driven by direct-current motors, tests were made of delayed starts by 
making contacts through a barrel of water and timing the start while 
measuring the power. From these data it was decided to specify as 
long a starting duty as possible on the controls to the motors. This 
was worked out so as to get a 15-sec. starting duty, which reduced the 
starting power to about twice that for running the loaded belt. This 
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not only aided in keeping down peaks on the power demand, but 
materially reduced stresses on the equipment. 
: The electrical control for a system of belts of this kind required careful 
consideration. All belts must be interlocked to operate as a unit, and a 
certain flexibility must be maintained. The control is located in the No. 
1 drive room at the river; the operator stationed‘ there controls the entire 
system and takes calls from the various patrolmen. All units are con- 
nected with this room and the office by telephone, and instructions 
can be issued by telephone from either the office or the control room to 
any drive room as needed. The operator can start or stop the entire 
system by pressing a button. On one panel of the board is mounted a 
voltmeter, which indicates which belts are running and shows where the 
trouble is located, if anything should stop a conveyor. The control 
panels are interlocked so that by cutting out resistance at each motor 
room, as the last accelerating contactor goes in, the reading on the volt- 
meter is increased to show the conveyor in operation. When conveyors 
are stopped, this process is reversed. 

When the system is to be started, the operator presses the main 
control button and conveyor No. | starts; and as soon as it reaches full 
speed, or in about 15 sec., No 2 automatically starts; when it attains full 
speed, No. 3 starts; all conveyors continuing to start in the same manner 
until the entire system is operating. This manner of starting prevents 
building up a peak load and allows the entire system to be started without 
any excess over the regular running load, with the exception of the extra 
starting load on the last conveyor. . The equipment is so interlocked that 
if any motor is shut down every conveyor back of it is instantly stopped. 
This stop may be caused automatically by a line contactor of any starter 
opening because of overload, by the breaking of a conveyor belt, or by a 
belt slipping on one of the driving units more than a predetermined 
amount. In case of power failure, all motors will stop and will not 
start again until started from the main control room. 

Each conveyor is provided with a limit switch operated from the idler 
pulley of the belt take-up, so that if the belt stretches beyond a certain 
point or breaks, the motor will be shut down, together with all motors 
back of it. An emergency switch is located in the belt gallery near each 
motor room, which, if opened, automatically stops all motors; all these 
switches must be closed before the accelerating equipment will be opera- 
tive. Each starting panel is provided with a switch by which it may be 
disconnected from the master control system and operated as a unit if 
required in case of testing, splicing a belt, or any other cause requiring 
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such operation. 
When making a stop the belts will naturally coast varying distances, 


because of the difference in lengths and lifts. While solenoid brakes are 
provided on each conveyor, it was not considered advisable to set them 
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so that they would engage hard enough to bring the belts to an immedi- 
ate stop. To prevent a free-running conveyor from discharging coal 
upon one ahead that had stopped, a mechanical interlock was installed 
between the head and tail pulleys of each conveyor on the system. 
This engages whenever the conveyor at the rear tends to run faster than 
the one ahead of it and prevents any piling up of coal in the chutes. As 
all these safeguards are working satisfactorily, we have never had any 
trouble with these conveyors. 

The designing of the chutes between conveyors gave much trouble, as 
the headroom has to be kept toa minimum. ‘The large lumps sometimes 
clogged the chutes a little as originally designed, but this was easily cor- 
rected by cutting a V-shaped notch at the bottom. The chutes now 
load the conveyors uniformly throughout the entire system. 

At the river, or discharge, end of this conveying system, a large river 
tipple was built. The coal, when discharged from No. 1 belt, passes 
over a long bar screen with bars spaced to pass coal of a desired size. All 
small coal is collected in a chute that feeds a shuttle conveyor, distribu- 
ting it uniformly over the entire length of a slack-coal bunker. The coal 
passing over this screen is fed to a duplicate shuttle conveyor, which 
distributes it over the lump-coal bunker. These shuttle conveyors are 
manually or automatically operated, as desired, and so interlocked with 
the main system as to start with the other belts, thus preventing any 
flooding of coal at the start. Each has a capacity of 1000 tons per hr., 
allowing for variations in the quantity of slack in the coal, such as at 
times will occur. i 

The bunkers are of the suspended type, being suspended over the 
river from heavy girders resting upon six large concrete piers. Each 
bunker has a capacity of about 1200 tons. Coal is taken from the 
bottom of the bunkers through eight gates spaced so as to feed coal 
uniformly to a barge 175 ft. long. This allows each barge to be com- 
pletely loaded without moving. A barge of 850 tons capacity can easily 
be loaded in 10 min. The chutes leading from the gates to the barge 
are arranged to telescope to allow for varying heights of water in 
the river. 

The gates and telescoping chutes are operated by electric motors 
which are centrally controlled in a cabin located beneath the bin, whores 
the operator has a clear view of all operations. The gates are opened 
by torque motors, which hold them open as long as the electric current 
is kept onthem. They are counterweighted, so as to close automatically 
as soon as the current is cut off; in case of power failure, the gates immedi- 
ately close. The operator can open or close all gates at once, or any 
individual gate or number of gates, by simply pressing the proper but- 
tons on his board. A small barge mover for handling both empty and 
loaded barges is also operated from this same board. A large reinforced- 
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storing ten empty and ten loaded barges. 
_ The conveying system was started in regular operation on April 12, 
1924, and at the end of January, 1925, had carried 1,512,741 tons. The 
largest day’s production was 10,589 tons. During January, this system 
carried 246,832 tons of coal, or an average of 9142 tons per day for 27 
operating days. With these results, we feel safe in stating that this 
system will handle 3,000,000 tons during 1925, if business conditions will 
allow it to be operated regularly at the best rate that can be main- 
tained. The power requirements for January were 0.349 kw. per 100 
tons per 100 ft. level or equivalent. The total power used for operating 
the conveying system, pumps, fan, and for charging storage-batteries, 
including transformer and line losses, was 380,000 kw.-hr., of which 
285,660 kw-hr. was required for the conveying system. 

In August and September, power tests were run on all the conveyor 
units. Each test was for an entire day, and accurate power readings were 
taken, the time the belt operated loaded and empty and the tonnage 
handled were recorded. ‘The data shown by Table 3 are the result of 
this series of tests. At the time they were made, the tonnage was less 
than is now being carried, but the results should be fairly representative 
of the power consumption. 

From these data, a formula has been prepared for calculating the 
horsepower required to drive conveyors completely equipped with anti- 
friction bearings of the class being used. This formula applies only to 
48-in. belt conveyors of long centers. It is divided into three parts, the 
power to drive a belt conveyor empty, plus the power to carry a given 
tonnage a horizontal distance, plus the power to lift this tonnage a 
given height. 

The first part, or empty-belt power, is one of friction, both rolling 
and bearing, and is not exactly proportional to length because the loads 
and belt stresses carried by main bearings are practically constant regard- 
less of length, whereas the carrier rims and belt weight are directly pro- 
portional to length. We find from these tests that lift has practically 
no influence on the power used by a belt conveyor running empty. On 
such conveyors as are used in this system, the lengths and conditions are 
so nearly constant that the power per 100 ft. of conveyor is almost uni- 
form, and in this formula we have taken the constant K which represents 
the power per 100 ft. of conveyor directly from the data as tabulated. 
This constant presupposes that all parts of the equipment are in first- 
class condition. Its average value on all conveyors in the system 
having tandem drives is 2.11 kw. or about 2.5 hp. For safely estimating 
power, the value recommended is K = 2.8, when figuring the horse- 
power of conveyors of this class. The power for an empty conveyor 
where K = constant representing conditions and class of equipment, 


_ ice breaker protects this harbor, in which space is provided for 
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and L = length of conveyor, in feet, between centers of head and tail ; 


pulleys is given by: 
Empt Enis 
mpty power = 409 


The second part of this formula represents the resistance of the live 
load added to the empty belt, which is simply bearing friction and rolling 
friction of this additional load on the carriers. This part of the power is 
directly proportional to the length of conveyor and the tonnage carried 
and can be expressed as follows: 


; CTL 
Power for live load = 100 x 100 

Where C = constant power required to carry 100 tons 100 ft., T 
= tons per hour, and ZL = length of conveyor in feet. 

The last part of the formula takes into consideration the direct work of 
raising this load a given height with an allowance for electrical and 
mechanical efficiency. This can be expressed as follows where H = 
height of lift, in feet and D = constant due to efficiency: 


DTH 

Power for lift = 1000 

Assembling these various components we have, for driving conveyors 

of long centers with tandem drives with all bearings of high-class anti- 
friction type 


KL CTL DTH 

Horsepower = 100 oh 10,000 Si Ta 
For conveyors of this class, the value of the constants for figuring 
horsepower of conveyors is as follows: K = 2.8; C = 0.18, and D = 1.12. 
After running tests on all conveyors of the system and carefully 
analyzing the results, we found that a further saving in operation could 
be made by combining conveyors Nos. 8 and 9, making a single conveyor 
2439 ft. long and driven by the motor that originally drove No 8. These 
two conveyors were in a straight line and by combining them we could 
reduce the lift by 4.1 ft. On Saturday afternoon, Jan. 24, we started 
making the necessary changes to combine these units into one conveyor 
and the work was completed and the belt trained Sunday evening. 
The new conveyor was started in operation on Monday morning, Jan. 26. 
A test for an entire day’s run, the same as made previously on the other 
conveyors, was run on this conveyor on Jan. 28, with the following results: 


 . 
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pons carried for (heer. 2... 6. oe. oe occ cc cenciescee, 8866 
mime belt operatedjaminubesve los... o.oo eee c cee. 473 
dome belt: carried loadymunutes...:... 2... 2... csc eee e eee 460 
( Wverage load, tons pes bourses. 6... 6 eee cc becees. 1156 

Power demand for empty belt, kilowatts.................... 36.0 
Additional demand to carry average load, kilowatts.......... ded 
Power required to lift load, average, kilowatts..... Fee NST, 8.1 
Level belt power demand measured as additional power above 

empty demand (Column 11 less Column 12), kilowatts. ..... 43.6 
Constant power required per 100 tons per 100 ft.; based on 

olan oe, JilOwAaeunee eee elie coke etic ud" od ania aera oo ore 0.155 
Kilowatts required per 100 ft. with conveyor empty belt...... 1.47 


This test shows that by connecting these belts we have made a saving 
of 4446 kw.-hr. per month, or approximately a 20 per cent. power saving. 
The saving is primarily in the empty power, except that accounted for 
by eliminating 4.1 ft. of lift. The power to carry a load, deducting lift 
and empty power, checks almost exactly, which we expected, indicating 
this to be friction and directly proportional to the weight of material. 
The maximum starting duty of this conveyor, measured as relative 
torque, is 240 hp. in 20 sec., with a load on the belt of 1340 tons per 
hour. This gives a maximum belt stress of 16,200 lb., or 42.2 lb. per 
in. per ply on starting duty. The running stress is 9200 lb., or 24.2 lb. 
per in. per ply. 

While this consolidation of two conveyors into one makes a very 
long unit, in all cases the final power figure is less for the long conveyor 
than the combined powers for the two, and the belt stress on starting is 
still lower than what was originally figured for conveyor No 8 alone, 
with the running stresses less than conveyor No 11 was originally figured. 
This change eliminates one drive completely, making a motor and 
complete driving unit available for use at some other place and eliminates 
the upkeep on one transfer point. 

We have not given operating figures on this system, mainly for 
the reason that any such figures taken at this time would be misleading. 
It will take a few years’ operation before any figures can be derived that 
would be safe for general use. 

In closing, we would state that the operation of these conveyors 
proves conclusively that a belt conveyor is dependable in its operation; 
positive in its performance; durable to an extent greater than most 
machines; less hazardous to life and not entirely dependent on the human 
element. In handling over 114 million tons of coal, there has not been 
a single accident to a man on this operation. A result of this kind would 
have been almost impossible if this amount of coal were hauled by electric 
locomotives over this distance. The conveyors require few men to 
operate, are not excessive in first cost, and have low operating charges. 
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DISCUSSION 


F. F. Jorgensen, Gillespie, Ill.—What was the cost of that conveying 
system and what is the cost per ton of conveying? 


Tuomas W. Dawson.—I cannot give the cost of the conveying of 
the coal, but I assure you it is quite low; the cost of the system is: 
about $2,500,000. 


F. F. Jonaenspn.—Why was it made in three sections instead of the 
ordinary five? 


Tuomas W. Dawson.—The principal reason was to reduce the num- 
ber of bearings. 


F. F. JonGENsEN.—W on’t there be a tendency for the belt to slip? 
Tuos. W. Dawson.—I see no difficulty. 


GrauaAmM Bricut, East Pittsburgh, Pa—Were the figures for January 
for total tonnage? 


Tuomas W. Dawson.—The total tonnage for the month of January 
was 226,832 tons of coal and the power requirements for that month were 
0.349 kw. per 100 tons for 100 ft. For operating the entire system, 
including the pumps and fan, charging of storage battery motors, a total 
of 38,000 kw.-hr. was required and 285,660 kw.-hr. was used in the 
conveyor system. 


GRAHAM Bricutr.—Did that include all of the main haulage from the 
inside gathering points to the river? 


Tuomas W. Dawson.—Just from the dump to the river. We are also 
pumping water and ventilating the system and we do some lighting. 


GRAHAM Bricut.—The paper stated that 500 ft. was the maximum 
length of belt on account of the size of roll. Would it not be possible to 
feed the belt in from one end, and after the first belt is put in operation, 
use this belt as a carrier for, the second belt, which would enable the 
use of longer lengths and less splicing? 


Tuomas W. Dawson.—That plan was considered but we decided to 
take the sure method. We might do it by reversing the belt, but in differ- 
ent parts of the system certain parts were prepared before other parts, so 
we used shorter units to facilitate the work. We had a special car made 
for rolling the belt in about 500-ft. lengths. We have had no trouble 
whatever in handling it. 


GrauaM Bricur.—lf you were going to do it over again would you 
use longer belts? 
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Tuomas W. Dawson.—Yes; even on our first installation we went 
beyond the belt lengths, from Renter to center, recommended by various 
| ‘manufacturers. In another installation we would have them longer. 


A. W. Hesszr.—How much time was required for the installation of 
this system? 


Tuomas W. Dawson.—From the time we started it was just about 3 
years but the greater part of the time was spent over that 4.3 miles of 
heading from the river to the dump, putting in the steel supports for 
continuity of surface. The belt conveyor could be installed in a year; the 
preparation of heading took the time. 

When we first thought of transporting coal underground to the river, 
we purchased from the Pittsburgh Coal Co. two headings in an old mine 
216 miles from the river to the boundary line together with sufficient 
support on either side, or about 100 acres of coal. That mine was 
probably opened 45 or 47 yearsago. The first 2000 ft. from the river is on 
cribs and we could not get to either side of the open headings. It just 
had the appearance of being gobbed out to the headings. 
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Review of Coal-dust Investigations 


By Grorce S. Ricr,* Wasuineton, D. C. 
(New York Meeting, February, 1925) 


Trn years ago, October, 1914, the author had the privilege of giving 
an illustrated address on investigations of coal-dust explosions! to this 
Institute at one session of its fall meeting in Pittsburgh, Pa. On 
the following day, the members had the opportunity of seeing a large-scale 
explosion test at the Experimental Mine near Bruceton, in which the 
explosion was made to follow a predetermined path by means of rock-dust 
barriers of various types, which had prevented the explosive waves from 
reaching the outlets of the mine by the shortest paths.2 There was also 
shown a “home-made” rock-dusting machine discharging the dust from 
a flexible nozzle, and a cement gun operated for the quick erection of a 
fire or ventilation stopping, such as might be put up after an explosion. 

Following that paper, there was presented a paper by J. Taffanel, 
Director of the Liévin testing station in the Pas de Calais, which reviewed 
the French coal-dust investigations. A paper? by Howard N. Eavenson 
contains lists of explosions that occurred in North America and Great 
Britain, from early in the 19th century to 1912; in France to 1903, and 
Belgium to 1909. Although explosions still occur, we are hopeful that 
we have entered a happier freedom from these visitations, as the result 
of increased knowledge of the causes and means of prevention. Looking 
back over coal-dust investigations, there appear to have been periods 
of advance and of stagnation. 


CoaL-DUST INVESTIGATIONS 


From the earliest times of coal mining, which chiefly affected Great 
Britain as the first nation to take up coal mining on a large scale, to the 
beginning of the 19th century, no one thought of coal dust as an explo- 
sive agency ; firedamp was the cause dreaded. 

It was believed, when Sir Humphrey Davy invented his safety lamp in 
1815, that a solution had been found for the prevention of mine explo- 


*Chief Mining Engineer, Bureau of Mines. 

1 Trans. (1915) 50, 552. 

* Diagram of this explosion and its results, which was witnessed by many members 
of the Institute, coal operators, and representatives of several state inspection depart- 
ments, are appended to this paper, together with a brief explanation. 

3 Trans. (1915) 50, 588. 

* Coal-Mine Explosions Caused by Gas or Dust. T'rans. (1915) 50, 594. 
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sions. Nevertheless, the use of the safety lamps was not universal and the 
primitive forms were imperfect. Also, mine ventilation was extremely 
crude. As explosions continued to occur, firedamp was naturally 
regarded as the great danger, for coal dust was not known to be a factor. 

In 1803, in connection with the Wall’s End (Neweastle-on-Tyne) mine 
explosion the first suggestion was recorded that“coal dust may have been 
afactor. Between this time and 1860, mention was made from time 
to time, following explosions in France-and Great Britain, that coal dust 
was a factor in firedamp explosions, notably by Faraday and Lyell 
(1845), and du Souich of France (1855). The earlier mention related to 
its effect in burning men by the clots of flaming dust; the later sugges- 
tions were that it played a part by extending the flame of an explosion. 
Faraday suggested, in his report on the Haswell Colliery explosion, that 
firedamp was not the only fuel and that much coal gas was raised from 
the dust which had been coked. 

The decade 1861-1870 was marked by two explosion disasters in Great 
Britain: Oaks colliery, Yorkshire, 1866, with 361 deaths; Ferndale, Wales, 
1867, with 178 deaths, followed 18 months later, in the same colliery, by 
another explosion costing 53 deaths. There were 33 explosions each 
costing over 10 lives, and there was a total death roll from these explosions 
of 1444. 

In France, during this decade, there were six disasters, each causing 
ten or more deaths; one of these cost 89 lives. From 1864 to 1867, 
Verpellieux in France made the first experiments on coal dust inflam- 
mability that the author has found recorded. He concluded that coal 
dust was a most important factor in mine explosions and likened it to 
firing a gun with ammunition of that day, in which firedamp was the 
primer and coal dust the powder. 

During the decade 1871-1880, 35 explosions costing 2014 lives occurred 
in Great Britain. The most severe was at Abercarne, Wales, with 268 
deaths. In France, the Jabin colliery had an explosion, in 1871, that cost 
70 lives and another in 1876 that cost 186 lives. 


LABORATORY AND SMALL-GALLERY TESTING 


It was during this decade that laboratory investigations were taken up 
actively. Vital, in France in 1875, made an apparatus with which he 
attempted to obtain the pressures produced by an ignition of different 
dusts. He was the first to conclude, on the basis of experimentation, 
that dusts rich in gas might ignite directly from a blown-out shot. 
Apparently he was much “ahead of his time” in France. In December, 
1875, Galloway began his laboratory experiments (reported to the Royal 
Society, London, 1876) which led him to the conclusion that a small per- 
centage of firedamp must be present to obtain propagation, Although 
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he suggests that if coal dust were made fine enough and were thoroughly | 
mixed with air, it might propagate an explosion. Galloway, however, | 
did not come out until 10 years later with a direct statement that coal — 
dust would propagate an explosion without firedamp being present. 

At this time (December, 1875) Marreco began some small-gallery 
tests at Elswick colliery and decided that coal dust would propagate an 
explosion without firedamp. 


LARGE-SCALE TESTING BY HENRY HALL 


Hall, in 1876, made the first recorded large-scale tests in a short mine 
adit, and concluded that coal dust alone would carry the inflammation of 
a blown-out shot. In referring to the experiments, the Royal Commis- 
sion expressed suspicion that there might have been firedamp present. 


ABEL’S SMALL-GALLERY TESTS 


In 1880, following the Seaham explosion, Sir Frederick Abel, an 
explosives expert and a member of a Royal Commission on Accidents 
in Mines, undertook small-gallery tests and reached the conclusion 
that although coal dust was an important factor, firedamp must be 
present. Abel’s conclusions, through his prominence, caused a decided 
setback for some years of the opinion that coal dust was a sole agent. 

It is now evident that the laboratory and gallery testing of that day 
was very crude, being conducted with no knowledge of the character 
of the dust tested, its volatile-fixed carbon ratio, purity, and size of dust 
particles. Such crude methods of testing, both in the laboratory and 
large-scale testing, continued for nearly 30 years and the inconsistent 
results befogged the question of coal-dust explosibility. 


1881-1890 


This decade witnessed important developments in coal-dust 
investigations, although the battle was still waged, as stated by a French- 
man, between the coal dust and the anti-coal dust adherents. 


BritisH ViEws 


British mining engineers and operators at the beginning of the decade 
were skeptical but, by 1886, many had accepted the theory that coal 
dust was a serious hazard, whether or not it was explosive alone in air. 
The Royal Commission report of 1886 also took this position but 
mentioned that a highly inflammable coal dust in great abundance might, 
in the absence of firedamp, be ignited by a blown-out shot. 

Galloway strongly advocated watering roadways, which originally 
had been done in some mines as a hygienic measure, but there was much 
opposition, from the majority of the mining men of England, to general 
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watering on account of the damage to the natur ally dry and friable roof 
and floor. 

Watering and the use of compressed-air sprays were introduced in 
some of the Welsh mines. The Mines Act of 1887 called for watering 
before shot-firing in a “dry and dusty place,” Pe a distance of 20 yd. 
from the shot. 

In this decade, there was a larger use of safety lamps and general 
¢ precautions in preventing ignition of firedamp, which probably was help- 
: ful in reducing explosion disasters in British mines to 26 and deaths 
’ to 1292. 

FRENCH ANTI-COAL-DUST EXPLOSIBILITY CONCLUSIONS 


In 1882, the distinguished French scientists, Mallard and Le Chatelier, 
after studying mine-explosion evidence and making tests of coal dust in 
conjunction with more or less firedamp, concluded that it was necessary 
that firedamp be present with coal dust to obtain explosibility of the latter 
and therefore if firedamp was well removed from the mine by ventilation, 
there was little danger from the coal dust. At that time, and even after 
the Courriéres disaster in 1906, it was common practice, in getting coal 
from workings, to shovel or dump the coal down vertical winzes or steep 
chutes to a haulage level below, thus making clouds of dust in the vicinity. 

Although a great explosion occurred in the Verpellieux colliery in 1889, 
taking 207 lives, and one in the Pilisnier colliery in 1890, killing 113, 
the view of Mallard and Le Chatelier had a most important influence in 
preventing recognition of the coal-dust hazard until after the Courriéres 
disaster. Meantime, the French mines were taking the greatest care as 
regards firedamp, and certain mines in the Pas-de-Calais-Nord district, 
were the first to sample and analyze the air of the mine systematically 
each day. 

GERMAN GALLERY TESTING 


In Germany, the Prussian Firedamp Commission began, in 1884, to 
experiment with coal dust and coal dust and gas in a surface gallery 
167 ft. long, in the Saar. Its conclusions are not very definite on the 
question of coal dust being an explosive agent in air only, but it compro- 
mised by saying that coal dust of certain descriptions may propagate 
flame of a blown-out shot even beyond the limits of the dust deposits. 

The Austrian Mine Explosion Commission, which began testing in a 
gallery in. 1886, reached conclusions that coal dust was dangerous 
and could be ignited by 100 gm. of dynamite but did not affirm that it 
would propagate an explosion to indefinite limits. 


Unirep States Mine Expxiosions Prior To 1881 


The United States, during the decades previous to 1881, had compara- 
tively few major explosion disasters, the exceptions being four disasters in 
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the limited but gaseous Richmond, Va., basin. The production of bitu- 
minous coal in the entire United States in 1880 had reached only 43,000,- 
000 tons and much of this was mined by undercutting with picks. The 
bituminous production of the country rapidly increased after 1880 and, 
by 1890, had reached 111,000,000 tons or two and one-half times as much 
as in 1880. This increase was accompanied by the occurrence of large 
explosions from 1881 to 1884, inclusive, when there were seven explosions, 
costing over 10 lives each. Theexplosion at the Pocahontas Mine, 
Virginia, which caused 114 fatalities, was attributed, by the committee 
appointed by this Institute, to ‘dust alone or dust quickened by an 
admixture of firedamp too slight for detection.’’® 

W.N. and J. B. Atkinson issued, in 1886, their publication on Explo- 
sions in Coal Mines; they designated coal dust as the principal factor 
in a group of explosions they had investigated, and in certain explosions 
as the sole factor. 


GARFORTH’S OBSERVATIONS OF ALToFTS MINE EXPLOSION REGARDING 
Stone Dust 


In 1887, the now famous Altofts mine explosion occurred, and the 
observation then made by William Garforth during the investigation led 
him later to propose a new method of coal-dust explosion prevention— 
stone dusting. The explosion did not claim a large number of victims, 
only 22, but the coroner’s verdict placed the cause wholly on coal dust. 
This was the first time, at least in Great Britain, that such a verdict had 
been rendered. Mr. Garforth (later Sir William Garforth), the agent and 
general manager, noted that the explosion had not penetrated any of the 
naturally shale-dusted passages. This fact led later to suggestions, 
reported in the evidence given to the Royal Commission on Coal Dust in 
Mines, July 2, 1891, that experiments should be made on different kinds 
of coal dust and “dirt” dust. “I believe dirt dust will really be the means 
of preventing an explosion in certain roads more so than watering.’ Other 
persons had commented, among them the author,® that natural admixing 
of shale and clay with coal dust prevented propagation but here is a sug- 
gestion for the first time, so far as the author can find, of introducing into 
the mine road inert material to neutralize the explosibility of coal dust. 


1891-1900 
British Mint EXpiosions 


In Great Britain, this decade marked a great reduction of disastrous 
explosions. Only 10 occurred in which 10 or more men were killed, 
including the great disaster at Albion, Wales, costing 290 lives. The 

‘Trans: (1885) 13, 237. Pate: ee ie 
® Pekay (Iowa) Mine Explosion. Jnl. Illinois Min. Inst. (1893) 2, 54. 
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total loss for the decade, is only 733 lives, which is 43 per cent. less 
than in the previous decade. This reduction, in part, was probably due 
_ to good fortune but chiefly to improvements that lessened the liability of 
igniting methane and coal dust; so-called flameless or safety explosives, 
first developed in Germany and France, began to be used in Great 
Britain at the beginning of the decade. In 1897, the British Govern- 
ment installed gas and coal-dust galleries or tubes for testing mining 
explosives at the Woolwich Arsenal. _ f 
: The British Commission on Coal Dust sat from 1891 to 1894. Gallo- 
way gave testimony, in 1891, indicating that he was strongly of the 
_ opinion that coal dust in air only was capable of carrying on an explo- 
sion. Explosibility varied with fineness of dust and had no connection 
_ with chemical composition and he thought that the finest dust from 
all kinds of coal, except anthracite, was explosive. We now know that 
relative explosibility depends on the volatile combustible ratio, the non- 
combustible present, as well as the fineness. Also, with natural coal 
mine dusts, it is probable that the structure of the particles is a factor 
in relative inflammability or ease of ignition. 


Sarety Explosives APPROVAL, GERMANY AND FRANCE 


In Germany, explosives-testing apparatus, of a kind still used, had 
been developed by explosives manufacturers. In 1894, a gallery for 
testing explosives in gas and dust was established by the mine opera- 
tors at Gelsenkirchen. The Prussian Firedamp Commission, as a result 
of further testing, declared that black powder, other slow explosives, and 
also dynamite, should not be used in the presence of firedamp when 
there was enough to make a clearly perceptible “‘cap”’ in a safety lamp, 
which would mean 1 to 2 per cent., depending on the lamp used. 

The French, after numerous laboratory tests, decided that no explo- 
sive should be used in a gaseous mine, when the calculated temperature 
of the explosives, in exploding, exceeded 1500° C., which tempera- 
ture they considered would prevent the ignition of firedamp. In this 
decade (1890-1900) they were still acting on the conclusions of Mal- 
lard and Le Chatelier, that coal dust was unimportant if precaution was 


taken against firedamp. 


Mine ExpLosions IN THE UNITED STATES 

In the United States, during this decade 18 explosions costing 10 
or more lives each, occurred in the bituminous mines, but there was only 
one great disaster attributable to coal dust, that of Scofield, Utah (May 
1, 1900), with 200 deaths. Watering the dusts was increasingly prac- 
ticed but not enough to be an important factor. During this period (in 
1897), in the Middle West, a change was made by labor agreements and, 
in some States, by legal enactment, under which a miner was no longer 
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paid on the amount of lump coal he produced, but on the basis of the 
run-of-mine he loaded. ‘This led to the excessive use of explosives and — 
“shooting off the solid” which resulted in so many explosions, most of 
them fortunately limited in fatalities, that the system was introduced 
of shot-firing when all persons except the shot-firers were out of the 
mine. Thus, while there were just as many explosions, some of them 
widespread and causing property destruction, only the shot-firers were 
killed. In the Indian Territory (Oklahoma) alone, between November, 
1893, and the end of the decade there were recorded 22 shot-firers’ 
explosions with 33 fatalities, although the district then prods less 
than 2,000,000 tons of coal per annum. 


1901-1910 


Unitep States Mine EXpiLosions 


This is the most important decade as concerns coal dust, although 
in the first half there were no unusual happenings. In the United 
States, shot-firers’ deaths continued to occur with an alarming fre- 
quency. As regards major disasters, there were 22 explosions killing 
over 10 men each, from 1901 to 1905, inclusive. The larger explosions 
were Coal Creek, Tenn. (184); Rolling Mill, Pa. (112); Hanna, Wyo. 
(169); Harwick, Pa. (178); and Virginia City, Ala. (111). Watering 
methods were more extensively used in this period to reduce coal dust, 
and some use of the so-called safety explosives of German type 
was made. 


British REQUIREMENT OF PERMITTED EXPLOSIVES 


Great Britain, in 1896, had enacted a regulation that any explosive 
likely to be dangerous might be prohibited for use in mines and later 
began testing explosives at Woolwich. In 1902, it followed the practice 
of Belgium, Germany, and France, and adopted an approval system . 
for explosives used in gaseous and dusty mines, and issued a ’‘ permitted ’‘ 
list. This list was modified from time to time as the test requirements 
were increased. 

The explosion disasters in Great Britain, between 1901 and 1905, 
were relatively few—5 occurred costing 10 or more lives, with a total of 
260 deaths. 


FRENCH AND Bretcium MINE EXpuLosions 


France had few disasters in the first five years; Belgium, as usual, had 
few. Belgian mines are very gaseous but the coal-dust problem away 
from the face has been inconsequential; there is so much natural mixing 
of shale dust and clay. The greatest care was taken to avoid accumula- 
tions of coal dust, only officially approved explosives were used, and 
watering down in the vicinity of a shot was done before firing. 
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GERMANY 


Germany employed watering extensively at this period. Its deep 
hot mines were very humid and the hookworm became a menace until 
hygienic remedies were found. Nevertheless serious explosions occurred 
_ from time to time. 


Courrizres Mine Exposion, FRANCE 


The second five years, 1906 to 1910, opened with the most serious mine 
disaster in history, the Courriéres explosion, in France, which occurred 
March 10, 1906, killing 1100 men in what was rated a non-gaseous mine. 
Unquestionably from the evidence gathered it was due to a coal-dust 
explosion, the dust being ignited by a blown-out shot. 


Li&viIn, Francz, Tustine Station EsTaBLISHMENT 


This disaster immediately led the Central Committee of Coal 
Operators of France to establish a coal-dust explosion station with gallery 
at Liévin, in charge of a Government mining engineer, J. Taffanel. He 
employed more carefully controlled testing methods than had been done 
hitherto in gallery experiments. The first gallery was a small one 
arranged in an ellipse to give a closed circuit for air currents until certain 
paper diaphragms were ruptured by a shot. Prior to firing the shot, the 
air and dust were stirred and circled around by a disk fan. Taffanel 
_ studied the relative explosibility of prepared dust from different mines, 
by comparison of the lowest density of the dust in air, which could be 
ignited. He reported the result in August, 1907. He found the explosi- 
bility varied with the volatile combustible content of the dust. 
Meantime, the construction of a large gallery was begun, 30 sq. ft. in 
cross-section; in 1909 it was completed to a length of 750 ft., and ulti- 
mately to a length of 1000 ft. Taffanel began, in 1910, issuing his series 
of reports on the testing in the gallery. 


Autorts (ENGLAND) CoaL-pusT GALLERY ESTABLISHMENT 


British mining men were greatly disturbed by the Courriéres disaster; 
the Government sent a commission to France to investigate it. A Royal 
Commission was appointed June, 1906, on questions relating to the health 
and safety of miners. The evidence on the coal-dust question continued 
to be conflicting so the Commission appointed a committee to report 
what further experiments were necessary. The committee reported, 
April 30, 1907, that large-scale experiments were necessary and 
recommended a gallery of the same diameter (714 ft.) as that Mr. Gar- 
forth had erected in 1906 at the Altoft’s colliery, for experimental work. 
This gallery was but 78 ft. long. The committee proposed to use a much 
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longer gallery, the investigation being estimated to cost £10,000. The 
Treasury declined to furnish funds so the Coal Owners Association under- | 
took to provide funds for the gallery. The location selected was Altofts 

-and Mr. Garforth, a member of the committee, gave personal supervision. 
Dr. R. V. Wheeler was appointed chemist. The objectives were: 

1. The demonstration of the explosive nature of a mixture of coal 
dust and air without the presence of inflammable gas. 

2. The discovery of a preventive against, or remedy for, 
such explosions. 

3. The investigation of the chemical and physical phenomena accom- 
panying coal-dust explosions. 

Various ingenious instruments for recording pressure, the taking of 
gas samples automatically, time recorders, and circuit breakers were 
especially designed and constructed for the test work. A ventilating 
fan, coal and shale crushers, grinders, and other machinery were 
installed. The apparatus was quite different in detail to that employed 
by Taffanel, although the objectives were the same. Subsequently the 
United States borrowed ideas from both developments in designing its 
own apparatus for use in the Experimental Mine. 

The first tests in the Altofts gallery in the nature of demonstrations 
of coal-dust explosibility began on May 12,1908. On June 13, an experi- 
ment was made with a stone-dust zone, on the return side of the 369-ft. 
coal-dust charge, and a “‘dustless”’ zone on the intake side. The flame 
traveled only 44 ft. into the stone-dust zone, but in the dustless zone, 
after traversing 110 ft., the explosion burst out two plates in the gallery 
wall. After similar results had been obtained when the stone dust was 
on the intake side, the owners of the Altofts colliery were convinced 
that stone dusting was a practical undertaking and proceeded to apply 
it in their mines. 

Dr. Joseph A. Holmes and the author visited the Altofts gallery in 
the latter part of July, 1908, and saw similar tests to those just described. 
These and other tests appeared to justify Mr. Garforth’s long con- 
tention that stone or rock dust was effective in preventing coal dust 
from igniting or propagating an explosion. 


BRITISH Coat-Dust CoMMITTEER’S CONCLUSIONS FavorING STONE 
DUSTING 


The Altofts gallery testing continued through 1909, attracting the 
attention of the mining public throughout the world. An extensive 
report was published, in 1910, strongly advocating stone dusting. The 
committee concluded, regarding the value of stone dust, that it acts 
more as a diluent, thus preventing ignition, than as a specific deterrent 
in stopping an explosion that has once started. This conclusion does 
not seem entirely in accord with the tests just mentioned. The 
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committee further states “It would therefore seem advisable not — 
to employ zones of any description, whether watered, dustless, or stone 2] 
dust, in spite of the good results that have been given by the last-named 
in dealing with an explosion that has traveled 275 ft.” This point of — 
view brings the conclusions of the committee in some degree of oppo- 
sition to the conclusion of Taffanel, published in 1910, but the con- 
clusions regarding ineffectiveness of zonal treatment is supported by 
the testing in this country at the Experimental Mine. 


LARGE GALLERY TESTING IN FRANCE 


The General Council of Mines of France, an official body, published 
on August 1, 1907, a statement (in which by implication the explosi- 
bility of coal dust is admitted in contradiction to the official attitude 
prior to the Courriéres disaster) that owing to the difficulties in general 
watering, as practiced in Germany, and its doubtful results, it was advis- 
able that the firedamp commission examine the merits of schistification 
of coal dust, or mixture with other inert substance, that would perhaps be 
a practical means of preventing inflammation. 

When testing in the large-size gallery at Liévin was started in 1908, 
some ignitions were apparently prevented by as little as 10 per cent. of 
shale dust. We now know that, unless these tests were being made 
with a low-volatile coal or semianthracite, there must have been some 
other reason for non-ignition. Apparently larger proportions of shale 
dust were not considered practical because the conclusions of Taffanel 
(published April, 1910) were that in considering watering or rock dust 
treatment in “dispersed form” it is more difficult to stop an explosion 
than to prevent it from starting. 


TAFFANEL Proposes WATER OR STONE BARRIERS 


He stated that “if the schistification or watering is in concentrated 
form, the method is successful in the immediate extinguishment of the 
explosion.”’ By this Taffanel referred to what was termed a dust curtain 
or arresting barrier (arret-barrage) which in its first form was a heap 
of dirt. Then he tried troughs of water and also developed his shale- 
dust barrier consisting of ten, later fifteen, shelves across the roadway 
and near the roof, loaded with shale or cinder dust; the total loading on 
the shelves to be 4 hectoliter of inert dust per square meter (1.31 cu. ft. 
per sq. ft.) of cross-section of the passageway. 


ExPpLosion Disasters IN Unrrep Strares 


In 1906, there were no explosion disasters of magnitude, but there 
were 10 costing over 10 lives each, the largest at Pocahontas, with 36 
deaths. However, the large number of shot-firers’ explosions continued. 


—- 
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The year 1907 opened with four disasters in 11 days, killing at 
Primero, Colo., 24; at Penco, W. Va., 12; at Fayetteville, W. Va., 85; 
and at Thomas, W. Va., 25. Then no large explosions, other than shot- 
firers’ explosions and one larger disaster at Whipple, W. Va., with 
18 deaths, occurred until December, when there were five major disasters, 
killing at Naomi, Pa., 34; at Monongah, W. ¥a., our greatest explosion 
disaster, 358; Yolande, Ala., 16; Darr, Pa., 239; and Carthage, N. M., 
11—a total of 658 for that month. ? 

These disasters coming after the Courriéres disaster and other 
explosions in Europe, caused a general belief that there must be some 
mysterious reason for these occurrences, one after another. Congress 
therefore, appropriated funds for the investigation of mine accidents and 
particularly mine explosions. This was the first time a Federal appro- 
priation relating to the technical mining investigations had been made. 
The work was placed in the Technologie Branch of the U. 8. Geological 
Survey, with Dr. Joseph A. Holmes as chief of the branch. The appro- 
priation was available on July 1, 1908. Doctor Holmes meantime plan- 
ned the organization of the investigation and had an explosives engineer, 
Clarence Hall, visit explosives testing stations in Europe, to gather data 
on testing apparatus. As the author had experience in explosion inves- 
tigations, Doctor Holmes invited him to join the work and they both 
immediately went abroad to examine the new coal-dust testing galleries 
and methods then being followed for accident prevention underground. 

In 1908, watering was not generally used in mines, except in German 
mines where sprinkling was mandatory. Yet German mines continued 
to have widespread explosions as at the Reden colliery, in the Saar, in 1907, 
with 150 fatalities, and at the Radbod colliery, Westphalia, in 1908, with 
348 fatalities. 

It was beginning to be accepted that extensive mine explosions would 
not occur unless coal dust other than anthracite was present, because 
these explosions traversed the intake entries, which usually were the 
haulage roads, rather than traversing the return entries which might have 
some firedamp but usually were not used for haulage, so did not have coal 
dust. At that time, so-called ‘‘flameless” or ‘‘safety” explosives were 
being required in European mines that were rated as gaseous or dusty, 
and this included practically all of the Continental mines and most of the 
British. Safety lamps were always required in deep Continental coal 
mines and in most mines in Great Britain. 

Meantime, a gallery was erected at Pittsburgh, Pa., in connection with 
a newly established mine experiment station on the “Arsenal grounds.” 
The gallery was 64% ft. in diameter and 100 ft. long, and was used for 
testing explosives in the presence of firedamp or coal dust or both 
together. It was also used for preliminary tests of coal-dust explosibility. 
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EXxPLosiBiLity oF Coat Dust 


Starting in the fall of 1908, the author conducted tests of a preliminary 
character on the relative explosibility of particles of different sizes of 
Pittsburgh coal. He tentatively concluded and reported that what passed 
through a 20-mesh sieve should be considered as ‘‘dust.” This definition 
of size later proved satisfactory in the experimental mine testing and 
has since been used as the Bureau of Mines standard coarser limit for all 
coal and rock particles specified or tested as dust. The British Mines 
Department later specified safety-lamp gage —28 mesh as its larger 
limit. The least unit amount of Pittsburgh dust of the “pulverized” 
size (through 200-mesh) that would ignite from a blown-out shot of black 
powder was also determined, tentatively. The amount of water required 
to make coal dust too wet to propagate an explosion was tested and found 
to be much higher than had been thought necessary. It required about 
30 per cent. of water in the mixture of pulverized dust to prevent the 
raising of dust into a dust cloud that would propagate an explosion. 
This was later confirmed by the British testing at Eskmeals. However, 
smaller percentages of water are necessary to allay coarse dust but in 
any case the amount of water present must reduce the dust to a mud. 
Some testing of a preliminary nature of the relative explosibility of 
dusts of different chemical composition was done; also tests of the effect of 
inert material were made.’ The results were published in Bulletin 425. 


PERMISSIBLE HxpLosives TESTING AND List or APPROVALS 


Meantime testing of so-called safety explosives was begun and by the 
end of 1908, a schedule of tests for ‘‘ permissibility”’ of explosives for use in 
gaseous and dusty mines were issued. Soon afterward, testing was begun 
of explosives submitted by manufacturers, who assisted this development 
in every way. By May 15, of twenty-nine submitted seventeen were 
approved. The Bureau having no mandatory, but only reeommenda- 
tory, powers, the substitution of “permissible explosives” for black 
powder and dynamite was slow at first but later increased rapidly, 
through the initiative of the coal-mine operators and the favorable atti- 
tude of State inspection departments, until now there are practically no 
mines rated as ‘‘gaseous” that do not use ‘‘permissible explosives.” 


ExpLosion DisAsTERS IN UNITED States, 1908-10 


No general change in coal-dust neutralizing methods had taken place 
and many small explosions as well as large disasters occurred, in 1908, in 
the United States. The largest were at Hanna, Wyo., with 59 deaths : 


7 The Explosibility of Coal Dust. George 8S. Rice et al.: U. S. Geol. Sur. Bull. 
425 (1910). Revised and reprinted as Bur, of Mines Bull. 20 (1911), 
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Mariana, Pa., with 154 deaths; and Lick Branch, Dee. 29, with 54 fatali- 
ties. These were followed in 1909 by the Ziegler mine disaster, with 26 
deaths, and a second explosion at Lick Branch, only 14 days after the 
_ first, with 69 lives lost. The year 1910, also, had numerous small explo- 
sions and some large ones; Primero, Colo., with 75 deaths ; Mulga, Ala., 
_ with 40; Palos, Ala., 83; Starkville, Colo., 56 :‘and Delagua, Colo., 79. 
Many of these mines employed watering or sprays extensively, notably at 
Mulga, and the levels and stope of the pitching Palos mine were naturally 
wet, though the rooms and chutes were dry. 


1911-1920 


The early part of this decade was marked by intensive large-scals 
gallery testing in France, England, Germany, and in a mine in thie 
country. Great Britain and the United States experienced disastrous 
explosions, but France and Germany had few disasters. 

The United States continued using the watering system, ineffectively 
in most mines. But the use of permissible explosives in gaseous mines 
and the introduction of approved or permissible electric undercutting 
machines in some mines prevented conditions from becoming worse with 
rapidly increasing mine production. In Great Britain, a few mines 
started to stone dust but most mines relied on eliminating sources of 
ignition, as the Altofts tests had not yet carried general conviction. 
French mines, with approval of the Government, put Taffanel’s recom- 
mendations for “shale barriers” into effect with good results except 
in the gaseous La Clarence mine, where they failed.2 In Germany, they 
continued extensive watering and hydraulic sand filling began to be 
extensively used, which helped watering. The great reliance of the 
German engineers, however, was in preventing sources of ignition. 


BRITISH CoOAL-DUST INVESTIGATIONS 


The Altofts gallery tests were suspended in 1909 and the report of 
the Coal Owners Committee was published in 1910. The Government 
decided to take over the work and, in 1911, the gallery was removed to 
Eskmeals, Cumberland, where intensive testing of dust mixtures under 
the direction of Dr. R. V. Wheeler was carried on from 1912 to 1915, 
and a series of most valuable reports was issued, the concluding report 
recommending generalized stone dusting. Barriers did not meet favor. 


FRENCH CoAL-DUST INVESTIGATIONS 


The Lievin gallery, under Taffanel, was in active use until work 
was stopped, in 1914, by the great war. The gallery soon after was 

8M. Taffanel ascribed this failure to insufficient inert dust in any one set of barriers 
and it did not destroy his confidence, or that of the mine operators, in the general 
principle of barriers. 
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destroyed by bombardment. Taffanel’s investigations were largely 
directed to determining the effect of different mixtures of inert dust 
with coal dust and for different kinds of coal dust. He also carried on 
some confirmatory tests in an old gallery of the Commentry mine. He 
evolved formulas, from his data, to be applied to different categories of 
coal dust and for different conditions; which were to be used by the 
different mines according to the kind of coal mined, as regards volatile 
combustible and other conditions. These were gradually taken up 
by the more progressive mines. As his work progressed, shale-dust 
barriers were standardized but he then took the position, which the author 
had taken, that they were secondary defenses, or to be used where diffi- 
cult to use generalized rock dusting. 


GERMAN COoOAL-DUST INVESTIGATIONS 


In Germany, a gallery erected, in 1911, by the Westphalian Syndi- 
cate under a Government engineer, Beyling, carried on testing of water 
curtains, of wet peat along the sides, but did not take up, the author 
understands, rock-dusting methods until after the war. 


UNITED STATES CoAL-DuSsT INVESTIGATIONS 


In the United States, after the preliminary testing in the 100-ft. 
gallery (in 1908-9), it was decided that little more could be done until 
either a longer gallery or, what was really desired, a mine could be 
obtained. Meantime, the author and his associates investigated with 
the greatest care all mine explosions, and there was ample opportunity 
from the number which occurred. Bulletin 425° had described both 
wet and dry methods of treating coal dust for explosion prevention. 
Miners’ Circular of the Bureau, issued in 1911, although emphasizing rock 
dusting, also gave both methods, as, until more testing had been done, 
the Bureau was not prepared to discriminate officially. 

In 1910, the Bureau of Mines was organized by a Congressional act, 
and took over the functions of the Technologic Branch of the U. S. 
Geological Survey, and Doctor Holmes was appointed Director. 

Doctor Holmes was heartily in favor of conducting tests in a mine, 
not only because the results of tests would be more convincing to mining 
men, some of whom were skeptical of the gallery tests abroad and at Pitts- 
burgh, but because the arrangements of rooms, entries, crosscuts, etc. in 
commercial coal mines, together with their conditions of temperature, 
rough walls, etc. could not be duplicated in surface galleries. The adop- 
tion of a mine for testing purposes has been fully justified and, in funda- 
mentals, the test results have been accepted by European investigators.” 

® Loe. cit. (1911). ay 


* Reasons for establishing the Experimental Mine were given in a paper read 
before the Western Society of Engineers (Chicago) 1910. 


a 
GEORGE 8. RICE 1145 


EXPERIMENTAL Mine DrvELoPpMENT 


After a futile search for a suitable abandoned mine within 10 or 12 
miles of the Pittsburgh Station, the present Experimental Mine near 
Bruceton (10 miles from Pittsburgh, Pa.), in the Pittsburgh coal bed was 
started from the outcrop in December, 1910. The mine and subsequent 
testing up to October, 1914, were described in a ‘paper before this Institute 
of that date and in Bureau publications." 

In September, 1912, with the object of interchange of information 
and advice as to the best methods of testing in the Experimental Mine, 
an informal conference of mine-experiment stations was called at 
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Pittsburgh; it was attended by representatives of Austria-Hungary, 
Belgium, France, and Germany, and unofficially by England. Demon- 
stration tests were made at the Experimental Mine and the various 
problems relating to methods of testing coal dust, mine gases, explo- 
sives, safety lamps, etc. were discussed.!2 Those who are interested in 
studying the different points of view on methods of testing in Great 
Britain and the United States in the coal-dust question should read the 
discussion of a paper that the author gave, by invitation, to the (British) 


11 Bureau of Mines Bulls. 44 (1912); 56 (1913); 82 (1914); 167 (1922); and Tech. 


Paper 84 (1915). 
12 International Conference of Mine Experiment Stations (1912). Bur. of Mines 


Bull. 82 (1914). 
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Institution of Mining Engineers in 1915, entitled ‘‘American Coal- 
dust Investigations.” 

The Bureau’s experiments were directed: 

1. To determining the fundamental factors of ignition and 
propagation of coal-dust explosions and the mechanics and chemistry 
relating thereto: (a) with no firedamp present; (b) in the presence of 
firedamp. The conduct of the work underground permitted the testing 
of coal dust with different percentages of firedamp (natural gas, 85 per 
cent. methane) which had not been systematically done in European 
galleries, and found that firedamp had an important influence propor- 
tionate to the amount of inflammable gas present, on both ignition 
and propagation. 

2. To determine methods of preventing and limiting explosions in which 
were tried: (a) Methods of laying the dust to prevent its rising in the air, by 
wetting, humidifying, and deliquescent salt sprinkling; (6) neutralizing the 
explosibility of the coal dust, by strewing enough inert or non-combustible 
dust, which would rise into the air with the coal dust—in other words, 
stone dusting, or as the Bureau early termed it (1909) rock dusting; (c) 
limiting an explosion by dustless zones, watered zones, rock-dust zones, 
and rock-dust barriers, both simple shelves such as Taffanel used, and 
the enclosed barriers, which the author designed—both depending on the 
‘“‘pioneering”’ air wave to function. 

The findings in these investigations are reported in detail in a Bureau 
of Mines bulletin.*® 


Status oF TESTING AT EXPERIMENTAL MINE DurING AND FOLLOWING 
War, To 1920 


The most important inclusions are stated in the summary of the paper. 
The bulk of the explosion testing was done from 1913 to 1916, inclusive. 
When the United States entered the war, early in 1917, as in the coun- 
tries previously engaged, all energies of Government research bureaus 
were directed toward war problems and the Experimental Mine and its 
personnel were engaged in various special problems, such as sound rang- 
ing, development of liquid-oxygen explosives for industrial uses, if nitrates 
imports became more difficult because of submarine warfare, and like 
inquiries. Following the close of the war, coal-dust investigations were 
further interrupted by use of the Experimental Mine for ventilation 
testing to determine fundamental factors with reference to mine ventila- 
tion and for investigations concerning the unique ventilation problem 
presented by the New York-New Jersey Vehicular Tunnel project, now 
under construction. A tunnel on about one-third scale in cross-section 


13 George 8. Rice, L. M. Jones, W. L. Egy, and H. P. Greenwald: Coal-dust 
Explosion Tests in Experimental Mine, 1913 to 1918. Bur. of Mines Bull. 167 (1922), 
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was constructed in the mine and a proposed new method of ventilation, 
transverse instead of longitudinal, was tested, using ten automobiles, 
with elaborate ventilation, temperature, and chemical control. 


Evroppan Coau-pust INVEsTIGATIONS FOLLOWING THE WAR, UP TO 
1920 


Comparatively little large-scale explosion testing was done in Europe 
for several years after the war. The French Liévin gallery has not 
been replaced; in fact, the French authorities are quite satisfied with 
the reports and conclusions of M. Taffanel, although while on his visit 
to the Experimental Mine in 1914, just prior to the war, where he studied 
and advised on our methods, he stated that there were so many factors 
in the coal-dust explosion phenomenon that it would take an indefinite 
number of years of experimenting to reach satisfactory answers to some 
of the countless problems. 

The British carried on some further testing at Eskmeals, but their 
attention was primarily directed to laboratory investigations of funda- 
mental physical and chemical factors. 


BRITISH STONE-DUSTING ORDER OF 1920 


As a result of the report (published Sept. 13, 1914) by the Explo- 
sion in Mines Committee just prior to the war, and perhaps also, it is 
surmised, because mine-explosion disasters were occasionally occurring, 
as for example at the Minnie pit, Staffordshire, in 1918 with 155 deaths, 
the Mines Department issued General i ap effective Jan. 1, 1921, 
requiring that: 

All mines in which coal other than anthracite is worked, except mines of which 
the floor, roof and sides of the roads are naturally wet throughout . . . shall be 
treated with incombustible dust in such manner and at such intervals, as will insure 
that the dust on the floor, roof and sides throughout shall always consist of a mixture 
containing not more than 50 per cent. of combustible matter . . . or, if treated with 
water, that the dust . . . is always combined with 30 per cent. by weight of water 
in intimate mixture . . . provided that the percentage of incombustible dust 
required . . . may be reduced by an amount equivalent to the percentage of water 
present in the mixture. 

The application of such an amount of water, as called for, was gen- 
erally thought impracticable of attainment, apart from the question of 
damage to roof and ribs, which in most deep mines are very dry. Accord- 
ingly the order was regarded equivalent to requiring generalized stone 
dusting and the greater number of mines proceeded to introduce it. 

The other salient points of the order are that the stone dust used 
shall be of a fineness that 50 per cent. will pass through a 200-mesh 
sieve; that the stone dusting shall extend within 10 yd. of the coal face 
and that “representative tests,” which assume systematic sampling, 
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“shall be made by the management at intervals of not less than once a 
month, and the results shall be posted at the pit head.” 


AMENDED BritTIsH STONE-DUSTING ORDER oF 1924 


A recent order (Noy. 20, 1924) amended thé previous order by mak- 
Ing no exception in respect to mines in which the roads are naturally 
wet, and making them subject to the requirement of 30 per cent. of water 
in the mixture. This change was probably brought about by occurrence, 
since the order of 1920, of a number of explosion disasters in “naturally 
wet’’ mines. 

Another important amendment was that the floor, roof (including 
roof timbers), and sides respectively should receive separate considera- 
tion and representative samples taken separately; that is, each on 
analysis must show no more than 50 per cent. combustible content, or 
else the mixture should contain 30 per cent. or more of water. 

The representative samples are to be taken ‘‘over an area of road 
not less than 50 yd. in length” and each sample (of floor, roof, and 
sides, respectively) must be well mixed, and a portion of the mixture 
sieved through a 28-mesh sieve. The resulting sample, as under the 
old order, is weighed, dried to determine moisture, and incinerated to 
determine loss of combustible matter, or if the method is not appro- 
priate for the kind of dust (limestone for example) some other method 
may be prescribed. The tests must be made monthly or more frequently 
and the results must be not only posted at the pit head, but recorded in 
a book kept for the purpose. 

It is evident that the new order is considerably more drastic than 
the old, in requiring that the dust on floor, roof, and sides, respectively, 
each have less than 50 per cent. of combustible content. It will tend 
to make the’ average non-combustible content in a given section or 
zone of roadway well over 65 or 70 per cent., as in bringing the dust on 
any one of the three, floor, roof, and sides up to requirements, it is likely 
to cause excess in the other two. The alternative method, watering, 
is I think practically impossible, if the requirements are met. 


Proaress oF Rock DustTING IN THE UNITED STATES 


Some of the disasters investigated by the author between 1908 and 
1914 brought increasing conviction that watering or natural dampness 
would not give protection from coal-dust explosions propagation, These 


disasters were: 
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Other mines, in which explosion disasters occurred, which were person- 
ally investigated by the writer during this period, prior to explosions had 
done little or nothing regarding watering, but the mines in the foregoing 
list were said to have employed systematic sprinkling or else, in a couple 
of cases, the mines were considered to be naturally wet, and were wet 
in places even after the explosion. 

The publications prepared by the writer and associates from 1911 
on, increasingly emphasized rock dust as one method of coal-dust explo- 
sion prevention and pointed out that if watering was done the dust must 
be so wet that it was mud, or it would not be effective. 

Many Bureau reports on individual mine disasters recommended rock 
dusting. These reports are made only confidentially to the mine operator 
concerned, because it is the function of the respective State department to 
investigate officially and legally require such improvements or changes 
as decided upon. 

The late William J. Murray, of the Victor Fuel Co., of Colorado, with 
his assistants, decided to try dusting with adobe in one of its mines, 
following a conference between Mr. Murray and the author at Trinidad, 
Colo., while the latter was investigating the Primero mine explosion of 
Jan. 31, 1910. 

In 1911, Mr. Murray started adobe dusting in the Delagua Mine, 
Colo., in the main trolley haulage roadway, applying it with a fan dis- 
tributor mounted on a mine truck that was moved by a trolley 
locomotive. The dusting was continued for some years until Murray’s 
retirement and death, when it was dropped. A few other companies in 
the West and the Hast also made preliminary trials but did not 
follow it up. 

In 1916, after a year’s trial, with favorable results, of a stretch of 
rock dusting in a commercial mine in the Pittsburgh district, the Bureau 
engineers thought that the time had come for further developments and 
issued a circular letter to manufacturers of crushing machinery (which 
was also published in Coal Age, April 15, 1916) stating, ‘As a result of 
mine-explosion experiments at the Experimental Mine and explosion- 
prevention investigations in the field, the Bureau strongly recommends 
the use of finely crushed or pulverized rock dust having no combustible 
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matter, or a very small percentage, as a preventive for coal-mine 


explosions.” The circular suggested that this was a new field for crushing 
or pulverizing machinery; also that there was need of a mechanical rock- 
dust distributor. The distributor at the Experimental Mine was 
described and illustrated and the suggestion was made that the flexible 
discharge pipe could be connected with pipes through crosscut stoppings 
for rock dusting back entries that had no tracks. ; 

This proposal had no apparent results. In view of the present 
enthusiasm of many for rock dusting, it is difficult to explain why mine 
operators did not take it up earlier. Perhaps it may be explained on the 
ground that the Bureau of Mines in its formal publications had 
not declared, until later, a strong preference but had described wetting 
methods as well as rock dusting for explosion prevention. Another 
reason may be that prior to and during the world war, the operators were 
too busy to think of new methods and for four years following the war to 
1922 the United States experienced no major coal dust explosions. 


EXPERIENCE OF OLD BEN CoAL CoRPORATION wiITH Rock DvusTING 


In 1918, the Old Ben Coal Corporation of southern Illinois, of which 
J. E. Jones is the safety engineer, had a bad explosion that killed all men 
in the mine (fortunately there were but 17 men in the mine at the time). 
The company sent samples of its coal to the Experimental Mine for test- 
ing. Rock dust and rock-dust barriers were successfully demonstrated. 
The company decided to use barriers and Mr. Jones designed and installed 
some on the same principle but slightly differing from two of those 
described in the author’s paper of 1914. The company has since had 
seven explosions, all of which were stopped by barriers, saving hundreds 
of lives. 

However, as some men were killed in these explosions inby or between 
barriers, the company decided, about a year ago, to use generalized rock- 
or shale-dusting. The shale was obtained from the roof and Mr. Jones 
has developed a rock-dusting machine, the fan motor being driven from 
the trolley wire. 


Orrici1a, APPROVAL BY THE BurEAU or MINES oF ROCK-DUSTING 
Mertuop 


In 1922 and 1923, there were sixteen explosion disasters, in which coal 
dust was considered to be the cause of propagation, causing 530 fatalities. 
This aroused anxiety, especially as at several of these mines efforts were 
made by the respective operators to sprinkle thoroughly. 

Director Bain decided, in the spring of 1923, that the time had come 
for the Bureau of Mines to take a decided stand, that watering even with 
the best of intentions had not proved efficient as practiced. Whereas, 
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on the basis of the Bureau’s tests and recommendations of its investi- 
gators in the coal-dust question, generalized rock dusting had been 
demonstrated to be a positive means of preventing explosions. 


INVESTIGATIONS OF Rock-puUSTING MrETHops IN GREAT BRITAIN AND 
FRANCE 


The writer was detailed to visit European mines on certain matters 
and, in particular, to study the methods of rock dusting being practiced 
in Great Britain and France. Typical mines in different districts were 
visited and he was greatly impressed with what was being done at most 
of the mines, in the thorough way rock dusting had been done. In one 
respect the problem in Great Britain is easier, as the longwall method 
is almost universal and hence there is considerable natural stone dust- 
ing on the newer roads or roads near the faces and in the air courses. 
Also they do not have rapid haulage nor the hazards of trolley wires 
and bare power cables. Nor is there the spalling off of the coal ribs and 
coal roof, as in many American mines. 

One of the features of stone-dusting practice in Great Britain that 
most impressed the author was the method of systematic sampling and 
recording and of sending monthly duplicate reports to the Inspector 
of Mines, so the condition of the roadways in respect to the coal-dust 
hazard was under constant supervision by the mine owner and checked 
by the Government inspectors. !4 


COOPERATION WITH GREAT BRITAIN ON MINE-SAFETY RESEARCH 
(1924) 


Following informal conferences in the summer of 1923 at the Eskmeals 
Station, with Dr. R. V. Wheeler, in charge of research work, under the 
Safety in Mines Research Board, and later with that committee, a pro- 
posal was made by the Secretary for Mines to the Director of the Bureau 
of Mines through the Secretaries of State and Interior for a codperation 
on research relating to safety in mining. 

This proposal was accepted and an interchange of information and 
of personnel was arranged. Under this codperation H. P. Greenwald, 
physicist in charge of the technical matters in the Experimental Mine 
investigations, was detailed to Great Britain this last summer and fall, 
and was placed, by Doctor Wheeler, in charge of the explosion-gallery 
testing for that period. Interchange of laboratory research matters 
has been going on with great advantage to both sides of the codperation. 

Doctor Wheeler and Henry Walker (then deputy, now chief inspec- 
tor of mines) visited this country a year and a half ago to make further 


14 The author’s report on rock dusting to prevent coal-dust explosions in Great 
Britain and France was issued in February, 1924, as Bur. of Mines Bull. 225. 
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plans for the codperation and they assisted in conferences with mine 
operators and mining engineers on rock dusting held at Pittsburgh, 
Chicago, and Benton, Ill. These conferences were most influential in 
bringing to the attention of the mining men the merits of rock dusting, 
as practiced in Great Britain, in the prevention of major explosions in 
rock-dusted mines, in contrast with disasters that had occurred in 
so-called naturally wet mines. Subsequently, conferences on rock 
dusting were held in the Rocky Mountain coal-mining centers, which 
were attended by J. E. Jones, who kindly servéd the Bureau as con- 
sulting engineer in carrying on the rock-dusting campaign. Since these 
conferences, all the coal-mining institutes that have had meetings have 
devoted at least one session to rock dusting. 

One of the most helpful features in the advancement of rock dusting 
has been the giving of credits by the accident liability insurance com- 
panies to mines using rock dusting, thus lessening the premium paid by 
mining companies. The state of Utah has also set an example by requir- 
ing rock dusting and the Mine Inspectors Institute of America, in a 
meeting held last May (14 and 16) at Cincinnati, made recommendations 
prescribing it in a tentative model for State mine regulations. 


TENTATIVE SPECIFICATIONS OF BurEAU oF MinzEs ror Rock DustiInG 


Last spring, the Bureau issued tentative specifications on rock dusting 
(Serial 2606, by Rice, Paul, and Sayers). Meantime, the Pittsburgh 
laboratory of the Bureau has made hundreds of microscopic and chemical 
analyses to determine the suitability of the rock dust on the basis of the 
tentative specifications and the Chief Surgeon, Dr. R. R. Sayers, has 
been conducting physiological tests to determine advisable limits of free 
silica and the effect of different dust mixtures. Recently, a committee 
of the Institute, Howard N. Eavenson, chairman, in coéperation with 
the Mining Standardization Correlating Committee, has undertaken to 
draw up standard specifications. 


Future CoAL-DUST EXPLOSION AND PREVENTION INVESTIGATION 


While the most important factors of coal-dust explosibility are now 
fairly well known, the infinite number of problems, through different 
combinations of coal dust, firedamp, inert dusts, and methods of igni- 
tion, have hardly been touched. For example, coal-dust characteristics 
vary much more than the varieties of coal beds from which the dust is 
formed, both in physical structure of the particles and in chemical com- 
position, because it may be formed from softer layers or benches different 
from the average composition of the whole bed. 

Then there are differences in ash material, whether ash of composition 
or external, and the effect of water of composition in contrast to adsorbed 
and external wetness that must be studied. Investigators have only 
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slightly touched on questions of side openings from a roadway and the 
increase in cross-section near the initiatory point of an explosion, also 
the effect of bends and irregularities as compared with straight entries. 
The effect of timber in producing eddying on propagation of an explo- 
sion and of large falls of roof, which in certain cases as at the Benwood, 
W. Va., explosion of April, 1924, appear to stop the explosion in that 
direction. This refers to extensive falls of roof due to timbers being 
knocked out by the pioneering wave. Again, there is the effect of 
reflected waves in stopping an incipient explosion. Finally, there are the 
problems of the relative position of coal dust and rock dust, and of the 
position of rock-dust barriers, with reference to side openings and 
enlarged places in the immediate vicinity. The importance of size of 
rock-dust particles has been studied but more information is needed. 
There is also the question how near the face must rock dust be carried 
under different conditions. For example, the British orders call for its 
distribution to within 10 yd. of the face, which in most instances means 
the longwall face. 


SAMPLING TO DETERMINE CONDITION oF MINE Dust 


The method of sampling road dust in order to determine, from time to 
time, the amount of combustible in the dust isimportant. It is not a 
simple problem. The British orders contemplate only qualitative deter- 
mination of the composition of the dust. The method was less important 
under the old order; but under the amended order, in which the dust on 
floor, roof, and sides are considered separately, the problem becomes more 
difficult. For example, a high combustible content of a few ounces of 
roof dust per linear foot of passage would offset the advantage of a very 
low combustible content of several pounds of dust per linear foot from 
the sides or floor, and would require redusting of the zone. This plan 
is in the interest of safety, but adds to the work and cost of rock dusting. 
The Bureau of Mines has hitherto recommended quantitative sampling, 
to include all the loose dust in a given section—roof, timber, sides and 
floor—to determine from the analyses or volumetric method, the need 
of redusting in the particular zone. 

Further, the British method of sampling the dust, which was observed 
in certain mines, is to take a number of grab samples along a given area 
50 yd. in length and mix these together. The method recommended by 
the Bureau has been to take the sample cross-sectioning the passage, 
where there appears to be an average thickness of dust, toinclude all loose 
dust from roof, timbers, sides, and floor. It is gathered by scoop! and 


18 A. C. Fieldner, W. A. Selvig and F. D. Osgood: The Quick Determination of 
Incombustible Matter in Coal and Rock Dust Mixtures in Mines. Bur. of Mines 
Tech. Paper 144 (1918). 

18 A scoop designed by the author has a rubber edge and a 10-mesh sieve over 
the rear half with space below to receive the dust; the oversize is thrown away. 
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brush making a channel about 6 in. wide. The gross sample is screened, 
that passing through a 100-mesh sieve is sent to the laboratory; it 
is rescreened through a 20-mesh sieve, that passing through is considered 
dust and is weighed. Its weight is considered to be the average and its 
analysis the average composition, per unit of length half way to the next 
cross-section. The distance apart of such cross-section samples has not 
been specified. That question has been left to the judgment of the sam- 
pler, but it is understood that the nearer such samples are taken, the more 
nearly will their average represent a given area, or zone. 

Manifestly neither of the foregoing methods is precise and it becomes 
a question which is the better, or whether some other method may not 
show the degree of hazard represented in a given zone. One suggestion 
has been the use of a vacuum cleaner and some trials have been made with 
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this, with favorable results, at the Experimental Mine in a zone of known 
composition, in contrast with cross-sectioning by channel as above 
described. The Old Ben Coal Corpn., it is understood, uses this method. 
It will require more experience in other mines under varying conditions 
_ of coarse coal and rock, which get mixed in with the dust material, before 
the best method of sampling to suit American coal-mining conditions 
is evolved. As yet, the importance of this problem has not been fully 
realized. Most of the mines concerned have taken up rock dusting so 
recently the question of need of redusting has hardly arisen where a 
thorough first dusting was done. 


Amount or Rock Dusting RequireD Per Unit or ENTRY 


This question depends on: (a) The amount of coal dust and natural 
inert matter present in an entry before rock dusting; (6) the explosibility 
hazard presented by the particular coal dust, which differs in volatile 
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combustible and ash content and moisture present; (c) size of par- 
ticles as represented by the proportion of 200-mesh dust of the total 
dust (through 20-mesh); (d) whether the air current is intake, or if a 
“return,” the percentage of firedamp normally present. ° 

The Bureau’s experiments have shown that it requires from 3 to 5 per 
cent. more non-combustible in the dust to offset each 1 per cent. of fire- 
damp inareturn. In this respect, the Bureau’s results are very different 
from those obtained in the Eskmeals gallery. The British Committee 
reported that a small percentage of firedamp had no effect on explosibility. 

Taffanel, from his Liévin tests, recognized that firedamp made a 
difference in explosibility of coal-dust mixtures and used different values 
for constants in his formula when applied to gaseous mines. 

In order to give some idea of the quantity needed to those who have 
not used the method, the first application in an entry of ordinary size 
that has been thoroughly cleaned in advance should be not less than 
2 or 3 lb. of rock dust, and preferably 4 lb., per linear foot. This if 
properly applied, by hand or by one of the dusting machines on the 
market, should fill with rock dust the crevices and recesses along the ribs 
and cover the top surfaces of timbers and projections. 


KinpD oF Rocx-pust MATERIAL 


The Bureau investigations have shown that any dry, inert dust or 
dust with little combustible matter (under 9 per cent.) that does not cake 
in a humid atmosphere, is efficient as a coal-dust explosion prevention 
material, when used in sufficient proportion to obtain in the mixture with 
the coal dust from 50 to 75 per cent. non-combustible. The percentage 
depends, as before stated, on the character of the coal dust and its fine- 
ness. Obviously, the nearer the white road dust is the better will be its 
illuminating effect in an entry. Hence the Bureau has particularly 
recommended pure limestone, dolomite, and gypsum apart from the 
general freedom of these materials from silica. 


Errect oF Rock Dust on HEattu 


As many materials proposed for rock dusting, including shales, con- 
tain much free silica, it has been considered advisable by the physiologists 
of the Bureau to recommend tentatively that dust containing over 25 
per cent. free silica be not used, where it is liable to get into the air and be 
breathed. This specification would manifestly have no application to 
dust used in barriers or in disused workings or rarely travelled entries. 

Dr. J. 8. Haldane, the celebrated British physiologist, states, as a 
result of testing with animals, that the presence of coal dust in a mixture 
even in small proportions is helpful in neutralizing the effects of free 
silica. Dr. R. R. Sayers, chief surgeon of the Bureau, advises he is not 
yet prepared to express an opinion in this matter. For the past year his 
assistants have been carrying on extensive experiments on animals, but 
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such an investigation requires a long time before conclusions can 
be reached. 
The most favorable outlook was that given by the British use of rock 
dust or “stone dust” in some mines for over ten years. Up to the time 
of the author’s visit, the latter part of 1923, so he was informed, no claims 
for compensation had been made by miners, undér the compensation act 
for occupational diseases, although a great volume of claims have been 
made for other physical ailments, real and fancied. ¢ 
From personal inspection in haulageways in British rock-dusted 
mines the author would say that a trip of cars does not stir up nearly as 
much dust as does a vehicle on a dry or sandy road, and he noticed no 
_ disagreeable effect of breathing dust, as one often does on a dusty country 
road. Similar evidence has been reported in this country by observers 
in those mines in which rock dusting has been done. Nevertheless, it is 
desirable to use rock-dusting material with low free silica content so as to 
have the health hazard of the dust beyond suspicion. 


Size oF Rocx-pust PARTICLES 


The experiments of the Bureau have indicated that rock dust with 
as much as 50 per cent. through 200-mesh is as effective as if the dust 
is all fine particles. Not until the percentage was as low as 30 per cent. 
was a difference apparent. The proper size of dust and questions of 
distribution by mechanical means and the cost of fine grinding is being 
much discussed by mining men. Some have contended that an extremely 
fine dust must be used, but, so far as explosion prevention is concerned, 
the need of extreme fineness has not been demonstrated by explosion 
experiments or by explosion experience in dusted commercial mines. 
Hence, the tentative specification of the Bureau for 50 per cent. through 
200-mesh, which agrees with the British experience, appears reasonably 
safe for the present. 


~Rock-pust BARRIERS 


As repeatedly stated, the writer and his associates agree that rock- 
dust barriers should be regarded as secondary defenses and are especially 
useful at strategic points—entrances to panels, connections with adjacent 
mines, and at the entrance to unsealed old workings. The writer also 
recommends they be used at intervals of from 1000 to 2000 ft. along 
haulage roads in addition to generalized rock dusting. The writer has 
observed in visting mines in this country, where barriers have been 
installed, that in many instances the experience obtained in actual 
explosion tests at the Experimental Mine has been disregarded and 
most of the barriers he has seen installed would not stop a strong explo- 
sion. They do not have enough loading, or they dump en masse; also 
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they are not ‘arranged so that a slow explosion with low-pressure pio- 
neering wave would dump them. Although he thinks he was the 
first to propose the use of, and to design, inclosed barriers, he believes 
that open Taffanel shelves would be better than many ‘“‘inclosed”’ 
barriers recently observed. : 

Any one set of box or trough barriers or the concentrated barrier’ 
relied on in a mine with no generalized rock dusting should contain about 
100 Ib. of rock dust per square foot of cross-section of entry. A barrier 
should not be placed in a wide place and, preferably, where there is not an 
enlargement of passage just inby or outby, as it functions by mixing 
its loading of rock dust with the coal dust stirred up by the pioneering 
waves and this is best accomplished in arestricted or normal sized passage- 
way. It should be mechanically operated, so that it can be made to 
extinguish a slow explosion, by an air wave having as low a pressure as 
1 lb. per sq. in.; if the surface is hinged along the edge the pressure effect 
would be halved. In either case, the pressure would be momentary, so 
inertia of the moving parts must be carefully considered in designing. 

In considering a design of a barrier, certain other factors must be 
taken into account, among them the velocities of coal-dust explosions. 
The barrier should be designed so it will not, in dumping, drop its load 
in a compact mass that will prevent its mixing with the air, and will not 
drop all its dust before the flame arrives. 


VELOCITY OF CoOAL-pDUST EXPLOSION 


The pioneering air waves, or shock waves, that stir up the coal dust 
ahead of the flame of a coal-dust explosion, travel at the rate of a sound 
wave in a passage with rough walls and bends at 1100 to 1200 ft. per 
sec. The flame starts slowly from the ignition point, sometimes less 
than 100 ft. per sec., but rapidly accelerates except in a dust with low 
order of explosibility. In a fast explosion, with fine coal dust, the flame 
of explosive combustion travels at velocities of 2000 to 4000 ft. or more 
per second. The rate is accelerated for a specific dust mixture by the 
presence of firedamp. We do not know what occurs when a fast explo- 
sion catches up with the first shock waves started by the initiatory 
explosion, as this has not occurred within the length of main entry in the 
Experimental Mine; viz., 1300 ft. We assume it will check the velocity 
momentarily until the shock waves have again advanced at 1100 ft. 
per sec. to stir up the dust ahead without which prior mixing of coal dust 
in the air, an explosion must die away.'® It has frequently been observed 
in widespread explosion disasters that the velocity of the moving zone 


17 See Bull. 167 or Tech. Paper 84 for description of barriers. 

*’The pressure manometer curves also show that there is a compression of air 
which in some records has attained several atmospheres, immediately in front of ite 
flame; but we do not know that the time, less than one-hundredth of a second is 
sufficient to permit raising and mixing the coal dust in advance of arrival of the flame. 
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of explosive combustion, as indicated by relative violence, varies from 
point to point. 


RESTRICTING THE FORMATION or Coat Dust 


The formation of coal dust in a coal mine, all will agree, is inevitable, 
but the amount can be greatly restricted and the amount of rock dust 
needed lessened. Much in this direction can be done by using only tight 
mine cars, and preferably tight-end cars, by avoiding excessive use of 
explosions in breaking coal, and with machine mines, by loading out the 
“bug” dust before shooting. The plan, tried in the Birmingham, Ala., 
district and extensively adopted in Utah and elsewhere, of using water 
_ sprays playing on the cutter bars of machines, is commendable. The 
_ wetting down of the broken coal and of the face of hose, before loading 
the coal, as employed in Utah is also excellent. The use of automatic 
sprinklers on loaded cars at the entrance to sidings is a splendid practice, 
as the finest coal dust is formed along the roadways, and it is through 
the entries that an incipient explosion may become a widespread disaster. 
This use of water at the face and at special points there is nothing to 
conflict with rock dusting extending near the face. 
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Degrains OF THE TESTS AT THE EXPERIMENTAL MINE rf 


The explosion test prepared for members of this Institute on Oct. 9, © 
1914, was a demonstration of the explosibility of coal dust and the effi- 
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BuRGH Mexrrine, 1914. (Test No. 141.) 


ciency of various rock-dust explosion-barrier devices. The visitors were 
members of the Institute also State mine inspectors from Pennsylvania, 
Ohio, and West Virginia, there being from 150 to 200 visitors present. A 
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standard blown-out cannon shot was placed at the face of No. 2 butt 
(see Fig. 5). Pure pulverized Pittsburgh coal dust was loaded in No. 2 
butt and in the 200 and 300 cut-throughs to No. 1 butt. A mixture of 
60 per cent. pulverized Pittsburgh coal dust and 40 per cent. roof-shale 
dust was distributed in the air course from A875 to A1250, then through 
the 1250 cut-through and out the entry to E700. At a number of places 
barriers were installed to limit the fame. A Rice concentrated barrier 
was placed at the end of the zone at E700. Outby the concentrated 
barrier was a 200-ft. auxiliary zone of pure pulverized Pittsburgh coal 
dust, this being terminated by a 15-shelf Taffanel barrier. A rock-dust 
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Fig. 9.—FLAME VELOCITY CURVES FOR IGNITION TESTS ON PULVERIZED PITTSBURGH 
COAL AND PULVERIZED SHALE WITH FIREDAMP PRESENT. 


stopping was placed in the right butt turned from the entry at E775, the 
entire butt inby the stopping being loaded with pure pulverized Pittsburgh 
coaldust. A Rice rock-dust-protected ventilating door was placed at A875. 
Pure pulverized Pittsburgh coal dust was loaded from A875 to A700. A 
six-box barrier was placed at A700. Pulverized Pittsburgh coal dust was 
then loaded to A500, and a 15-shelf Taffanel barrier was placed at the end 
of this zone. A rock-dust stopping was placed in the 200 cut-through 
between No. 1 and No. 2 butts. A 15-shelf Taffanel barrier was placed 
in No. 1 butt from 1B 295 to 1B 205. No. 1 butt was loaded with pure 
pulverized Pittsburgh coal dust outby the Taffanel barrier. 

The explosion was successfully originated at the face of No. 2 butt, 
traveled out No. 2 butt, thence inby in the air-course toward the face 
through the cut-through and out the entry to E700, all side branches 
therefrom being protected by various types of barriers. Every main 
barrier had a zone of pure pulverized Pittsburgh coal dust outby in order 
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to evidence any failure of the barrier. If flame would pass through the 
barrier this auxiliary zone would be ignited and a further extension of the 


explosion would result. 


e 


The explosion produced moderate pressures in the butt entry but 
built up considerable pressure in the main entry after traveling about 
1200 ft., the pressure at station E750 being about 40 lb. per sq. in. All 
of the barriers operated and the flame was confined to the path originally 
intended for it. Most of the barriers were entirely destroyed by violence. 
The test was entirely successful as a demonstration of the operation of 
various explosion-stopping devices under varying conditions of velocities 
and pressures at the different points. 
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Economics of Rock-dusting Bituminous Coal Mines 


By Epwarp Srerpie,* Pirrspuran, Pa. 


(New York Meeting, February, 1925) 


Tuose who have followed the rapid progress in rock-dusting bitumin- 
ous-coal mines must admit that opinion crystallized during the year just 
closed in support of this preventive of coal-dust explosions. Up to 1924 
only one mining company in America practiced rock-dusting on a large 
scale, but during 1924 forty-two companies had adopted this safety 
measure, and the ‘‘boom”’ is expected to extend over the next two or 
three years. Alabama is represented by 1 company, Colorado by 3, 
Illinois by 4, Kentucky by 1, New Mexico by 4, Pennsylvania by 20, 
Utah by 8, and Wyoming by 1. A total of about 500 miles of entry has 
been dusted. Illinois leads with 275 miles of dusted entries and Pennsyl- 
vania holds second place with about 175 miles. In each case there is a 
sense of great security, not only on the part of the operator but by the 
miner as well. 

It is also interesting to note that during 1924 the compensation 
rating or inspection bureaus in twelve of our coal-producing states 
revised their rating schedules so that a credit would be given for rock- 
dusting. This credit ranges from 10 to 20 cents per $100 payroll. 

Recent drastic federal and state regulations approved by mine opera- 
tors made rock-dusting compulsory in bituminous coal mines in Utah, 
beginning July 1, 1924. Legislative action favorable to rock-dusting may 
be expected in other states. Colorado has already proposed a change in 
its laws, and Pennsylvania, Maryland, Washington, and West Virginia 
are giving the matter consideration. If the rock-dusting problem is 
handled properly and proves to be entirely successful, no mining man of 
any standing will delay applying it in his mine. State legislation regard- 
ing this matter may or may not solve the problem. At present, the 
mining companies that are rock-dusting of their own choice are doing it 
carefully and thoroughly. In Utah, some are doing it conscientiously, 
trying to get what benefits can be obtained while others are reported 
to be doing it only to keep within state regulations. In any event, 
if we are to have new legislation, it is essential that the various 
states know what they are about and then, if possible, work for 
uniform regulations. 


* Supervisor Coéperative Mining Courses, Carnegie Institute of Technology. 
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STANDARD PRACTICES FOR Rock-DUsTING 


At a meeting of the American Engineering Standards Committee in 
~ New York on Dec. 11, 1924, the American Institute of Mining and 
Metallurgical Engineers was designated as sponsor for proposed American 
Standards in rock-dusting of bituminous coal mines. Howard N. 
Eavenson was appointed chairman of the Sectional Committee to 
prepare these standards and, on Jan. 22, 1925, a report was submitted 
to E. A. Holbrook, chairman of the Institutes Mining Standardization 
Correlating Committee. 


Erricacy oF RocK-DUSTING 


When not less than a 50-50 mixture of rock dust and coal dust is 
thrown into suspension, the rock dust, together with the coal dust, absorbs 
heat and lowers the temperature of the flame of propagation below the 
ignition temperature of the coal dust. Further, the particles of rock 
dust get between the particles of coal dust and have a curtain-like effect. 
One of the most reasonable merits of rock-dusting is that once the dust is 
_ distributed systematically throughout a mine it remains there indefinitely 
and is always “‘on guard”’ during the dangerous period of the year (winter). 

Beginning with 1910 and ending with 1924, there have been 58 explo- 
sions in which coal dust is known to have played an important part. 
There was a total loss of 2422 lives and of millions of dollars in property. 
It is estimated that 75 per cent. of the lives lost in these explosions would 
have been saved if the mines in which the explosions occurred had been 
systematically rock-dusted. 

The Old Ben Coal Corpn. in southern Illinois operates twelve mines 
and began to install rock-dust barriers during the winter of 1917-18. 
Since that time there have been nine local gas ignitions in these mines 
and the management and men are certain that at least two of these explo- 
sions would have terminated in great disaster if it had not been for the 
rock dust. The flame was extinguished at the first barrier zone encoun- 
tered, but the violence extended at least 3000 ft. beyond the zone in 
each instance. 

Last November, a widespread coal-dust explosion occurred in 
the Rains mine near Rains, Utah. It is reported that about 1000 
ft. of entry near the mine opening had been treated with rock dust 
and that the flame of propagation was ‘‘killed”’ when it entered this area. 

On Dee. 5, 1924, a localized explosion took place in the Two Yard 
seam of the north district of the Llay Main colliery near Wrexham in 
north Wales, killing nine men; the lives of 415 additional workmen were 
saved by rock dust. It is reported that the range of the explosion was 
extraordinarily limited, the flame traveling less than 1000 ft. in any one 
direction from the point of ignition. Some of the survivors state that 
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they felt the propulsion of air and it was immediately followed by a cloud _ 
of mixed coal and rock dust. 


PREVENTION OF ForMATION OF FinE CoAL Dust 


It should, of course, be definitely understood that rock-dusting is 
only an additional precaution and is not expected to take the place of any 
existing practice of keeping the mine well ventilated and as clean of coal 
dust as is possible. It may be desirable to “kill” the coal dust as it is in 
process of formation, or immediately after, particularly in dry and dusty 
mines. Some companies do this by using plenty of water at and near 
the working faces; for example, on machine cutter bars while undercutting 
in the immediate vicinity of the face before blasting, and on the broken 
coal before and while shoveling. On the other hand, some mining men 
believe that watering at the face is of no consequence as well as impractic- 
able, and that sprinkling merely agitates the dry, fine dust. In the 
Pittsburgh bed, analysis of samples taken before and several months 
after washing down the gob, indicate that the dry fine dust before washing 
actually contained a greater amount of non-combustible matter. 

The production and accumulation of fine dust can also be eliminated, 
in a large measure, at the working face by driving all workings on sight so 
that the minimum number of bumps will be left to be pick mined, by more 
careful handling of bug dust, by loading out all bug dust in the beds of 
cars, and by more efficient use of explosives. On haulage roads, the 
production of fine dust can be reduced by using tight-fitting, solid-body 
cars, by employing stiff hitchings, and by providing a well-constructed 
track. Some companies sprinkle loaded cars after they are loaded at the 
face, and also by sprays as trips are leaving inside switches or partings. 
The cost of drastic safety measures seems, on first thought, to be prohibi- 
tive, but our mines should be made safe and any expense in this connec- 
tion can logically and fairly be charged to the consuming public. 


IMPORTANCE OF EFFICIENT VENTILATION 


Coal-mining men are now convinced of two important safety measures: 
permissible explosives and electric cap lamps. However, only 33 per 
cent. of the coal mined in 1923, when bituminous production was 545,000,- 
000 tons, was shot by permissible explosives. The number of electric 
cap lamps in use at the present time is estimated at something over 200,- 
000 and is growing. Rock-dusting and these other safety measures are 
very important, but it must not be overlooked that most mine explosions 
have had their beginning in gas accumulations, frequently originating in 
restricted areas at the working face, in abandoned areas, or at some other 
place where ventilation is not maintained as it should be. There must 
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not be too much “rule-of-thumb” relative to the volume of air required 
and constantly furnished at a given working face or in a given entry 
panel or other areas. The question uppermost is whether a sufficient 
quantity of pure air reaches every part of the mine, “brushes”’ all fresh 
working faces, and the shifting top in areas of pillar drawing. An accu- 
rate ventilating map and definite records of air at the face must be kept 
as well as water-gage and barometric observations. 


HazarpD EXAMINATION OF CoaL MINES 


The Bureau of Mines seems to have established the fact that coal 
dust is dangerous as to flammability in proportion to its fineness and dry- 
ness, and to the proportion of volatile combustible matter to fixed carbon 
plus volatile combustible matter, as illustrated in the equation 


____ Volatile matter_ 

Fixed carbon + Volatile matter 
This equation indicates that anthracite dust is practically non-explosive, 
for which reason rock-dusting is unnecessary in anthracite mines. Fur- 
thermore, bituminous dust larger than 20 mesh will scarcely enter into 


Fig. 1.—TAKING ROAD SAMPLE BEFORE ROCK-DUSTING; NOTE DARK RIBS AND ROOF, 


an explosion. Dust that is about 100 mesh is dangerous, especially if 
dry, and dust that passes 200 mesh and is dry must be classed as exceed- 
ingly flammable. 

An examination for coal-dust hazard must be made by a competent 
safety engineer of each mine contemplating rock-dusting. Samples of 
the coal must be taken at different points in the mine, and of dust from 
the roads, ribs, roof, and timbers, in the approved manner, and sized and 
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analyzed. Likewise, the quantity of dangerous road, rib, roof, and 
timber dusts in a specific stretch of passageway must be calculated with 
a view to determining whether or not they should be cleaned before rock 
dust is applied, also the approximate amount of rock dust, by weight, 
that will be required to rock-dust. properly a given length of passageway. 
It may be pointed out that accurate floor samples can only be secured by 
taking a groove to the solid; see Fig. 1. All records should be kept accu- 
rately and systematically. The following identification tag is used by the 
Pittsburgh Coal Co. 


Form 4-4 SAMPLE IDENTIFICATION 

Wim Der wee ater 
IMIG. cptens ayaye catty sn cp nar tie rc ea Mens Mase atap tages teers, Skier eee ato 19 
Kind ‘of Sampler. ase te ease renner Crete ans isle a sue «nae ee 
Material*A pphédit. ga-cutos meceirrrt cate ae tee etie Lb. Applied........ 
TOCAtLOM 33.5 Ge Sue otic os Ge oie aT ates arsine A Ow os 5 or a ee 
WidthrofsChannelaneerese seer aioe cere Gross: Section=.7. emer. ee 
Volumeterséadin areas eres Per Cent Incombustible......... 
Samplers 2 yepacnateteves ohare Aeron RI cer Bice <ilaeece his pee. eee een 


Note.—Show whether before or after dusting for ‘‘ Kind of Sample.” 


As a matter of interest, it might be stated that in examining the 
sizing and analysis records of a number of samples of dust collected in 
entries of dry and dusty mines in the Pittsburgh bed before rock-dusting 


Fie. 2.—Rock-DUST TESTING KIT. 


was started, the average incombustible content of the haulage-road samples 
was 43.5 per cent., the range being between 27.2 and 54.6 per cent. 
The average incombustible content of the same number of rib, roof, and 
timber samples taken at the same points was 30.8 per cent., witha re of 
20.7 and 50.1 per cent. The amount of 200-mesh dust contained in 
the road samples, all of which had passed a 20-mesh sieve, ranged from 
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17.4 to 27.0 per cent.; the amount of 200-mesh dust contained in the rib, 
roof, and timber samples, all of which passed a 20-mesh sieve, ranged 
from 54 to 65.3 per cent. 

A rock-dust testing kit (Fig. 2) is now on the market with which 
it is possible to collect samples, to make size tests of coal dust and pul- 
verized rock dust, and to make a rapid volumeter test for incombustible 
matter in coal and rock-dust mixtures. For convenience, it is assembled 
in two parts; one the sampling kit and the other the equipment necessary 
for sizing and testing. With a little study; any responsible man about a 
mine can use this kit. For all practical purposes, the carbon dioxide and 
inherent ash and moisture that may be in any particular coal can be 
ignored in preparing calibration curves. 


Raw MatTeErRIALs FoR Rock Dust anp Cost THEREOF 


Limestone is now used by seventeen companies, principally because 
coal men know little about pulverizing and all desired to make an early 
start in rock-dusting their mines. The dust used thus far ranges in fine- 
ness from 50 to 92 per cent., with an average of 74 per cent. through 200 | 
mesh. It is fairly generally agreed that the most convenient dust to 
handle is about 60 per cent. through 200 mesh. Limestone dust can be 
purchased from numerous limestone companies, and is usually shipped 
in 80-lb. sacks, similar to flour and cement, which arrangement facilitates, 
handling and prevents loss. Sacked limestone dust, 50 to 60 per cent. 
through 200 mesh, can be purchased at Youngstown, Ohio. for $4.50 per 
ton, plus freight charges to the Pittsburgh district of $1.45 per ton, or a 
total of $5.95 per ton. Limestone dust, 75 per cent. of which will pass 
200 mesh (and prepared for shipment in the same manner) can be pur- 
chased in Bellefonte, Pa., for $5 per ton. Transportation charges to the 
Pittsburgh district are $1.50 per ton, or a total of $6.50 per ton. Erie, 
Pa., sacked limestone dust, 60 per cent. of which passes 200 mesh, can be 
delivered in the Pittsburgh district for $5.95 per ton, and dust of which 80 
per cent. will pass 200 mesh, at $6.45 per ton. 

A number of the shale formations associated with the coal measures 
will contain less than the allowable amount of silica, combustible matter, 
and moisture, and will be suitable for rock-dusting. Some shales contain 
as low as 8 per cent. of free silica, while others run as high as 50 per cent. 
The average, however, for a large number of samples taken in various 
localities in the United States, is about 20 to 25 per cent. Twelve com- 
panies are already using shale and find it more economical to crush and 
pulverize the rock at the mine. Transportation charges, at least, are 
saved. It is doubtful whether pulverizing can be done efficiently under- 
ground, because of the moisture that prevails during the major part of 
the year. At one operation, where the pulverized dust is prepared on 
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the ground, itis claimed that it costs $1.75 per ton to deliver the rock 
to the crushing and pulverizing unit on the surface, and $1.25 for crush- 
ing and pulverizing, or a total of $3 per ton for the finished product. 
It might be added that the wage scale at this mine is on a basis of $7.50 
for day labor. At another operation, it costs $1.91 per ton for crushing » 
and pulverizing, which figure includes all legitimate charges. 


PuysioLoGicaL Errect or Sinica IN Rock Dust 


Physiological tests have shown that pure limestone dust is not inju- 
rious to health. Rock dust that does not contain more than 25 per cent. 


ELEVATOR FROM Bo” 
CRUBHER TO 
FEED BIN 


Fie. 3.—RocK-PULVERIZING UNIT WITH GRIFFIN MILL. 


of free silica is not likely to be harmful. However, investigators are 
still in doubt as to whether the effect is really mechanical or toxic. This 
is, however, of minor importance when considering rock-dusting, for 
little rock dust is suspended in the air except during the actual operation 
of coating the passageways or preparing concentrated areas or leading 
barriers, and if warranted a standard respirator may be worn by the 
workman. The only other time that dust is really suspended in the air 
in appreciable quantity is when it is actually fulfilling the purpose for 
which it was intended. Rock dust containing as much as 35 per cent. of 
free silica has been used in some mines in Great Britain for a period of 
12 years and no ill effect has been reported. 


A 
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PULVERIZERS AND FinenzEss or Rock Dust 


There are on the market a number of crushing and pulverizing units 
that will effectively prepare dust for rock-dusting purposes. All the 
manufacturers make various claims for the efficiency and economical opera- 
tion of their machines. So far only seven plants have been installed at 
mines, and there are no reliable data availableson which to judge their 
relative merits. The Griffin mill (Fig. 3) will pulverize dust, depending 
on the screens employed, to any size up to and including 75 per cent. 
through 200 mesh. This mill actually makes a finished product in one 
operation without the use of auxiliary screens or other separating appara- 
tus. The manufacturers of this will claim that 90 per cent. of all the 
pulverizing equipment used in Great Britain for rock-dusting purposes is 
of this type. Other types of well-known machines that are being used for 
pulverizing rock are the Apco and Raymond. 

It is improbable that a mechanical dryer will have to be employed in 
connection with a crushing and pulverizing plant, provided that the raw 
material is stored in a dry place for a reasonable period. 


Hyeroscopicity oF Rock Dust anp Coat Dust 


In addition to such considerations as percentage of free silica, combus- 
tible matter, and moisture, it would be ideal if the rock dust should dry 
out faster or at the same rate as coal dust. During the summer months, 
the mine will be much cooler than the ventilating air and moisture will 
be deposited all over the inside of the mine and, following the theory of 
the formation of rain drops, the fine rock dust is the first to attract the 
moisture. For obvious reasons, a dangerous condition will exist if in 
the autumn and winter the coal dust dries out faster than the rock dust. 
In so far as specifications are concerned, it is probable that the com- 
bustible content is of more importance than that of free silica. The 
relative specific gravity and specific heat of various raw materials are 
likewise unimportant. The fineness of the dust for various purposes and 
its physical properties are outstanding considerations. Possibly dust 
can be doctored or blended so that it will not take up water rapidly and 
will dry out consistently. Further research is being planned regarding 
these matters. 


GENERAL ROCK-DUSTING 


About 85 per cent. of coal-dust explosions in America have originated 
on narrow work, either along the haulageways or at the faces of develop- 
ment workings. Rock-dusting should, therefore, be done first on all 
haulageways and other narrow work in use up to and including room necks, 
and up to within 40 ft. of the face or to the last break through of all 
development workings. Dusting should start at the face and proceed 
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toward the shaft or other openings, and preference should be given to 
the more gaseous sections. Some mining men believe that it will not be 
necessary to rock-dust unused back entries. No fine coal dust is “manu- 
factured”’ in these entries, and furthermore no explosion will occur without 
a source of ignition, but some fine coal dust as well as rock dust is carried 
into these entries by the return air current. Others feel that rooms need 
not be dusted; but the coal-dust hazard exists in rooms, a source 
of ignition is possible and rock-dusting may eventually extend into 
these workings. 

Rock-dusting consists of spreading a thin layer of dry rock dust on 
the surfaces of ribs, roof, and timber. For initial dusting, depending on 
conditions, 2 to 6 lb. is used per linear foot. It may or may not be neces- 
sary, depending on sizing and analysis records, to apply much rock dust 
directly on the floor. The roadways, depending on roof conditions and 
grades, may contain arelatively high percentage of incombustible material, 
and some dust always falls off the ribs during dusting and settles on the 
floor. In other cases the road dust may contain proportionately a 
greater percentage of combustible. Fine coal dust settling on the rock- 
dust coating will stick to the rock dust, and will not run off and fall to 
the floor as was originally expected. Another theory that is pretty well 
‘“‘blasted”’ is that the ventilating current can be depended on to distribute 
rock dust effectively to any great extent. It takes weeks under normal 
conditions for any appreciable quantity of coal dust to settle on rib, roof, 
and timber. If rock dust is blown into a ventilating current, the major 
part of the dust is deposited in the passageway, particularly on the floor 
in the first 200 ft. Itis only the very fine, microscopic dust that is carried 
along in the air current and finally deposits on the floor, rib, roof, and 
timber. Some of the finest dust may be carried out of the mine by the 
ventilating current. 


Recorp oF Dustep WorKINGS SHOULD Br Kept 


A permanent record of rock-dusting must be kept. This should show 
all the entries of the mine, when they were rock-dusted, weight in pounds 
and kind of dust used, date of sampling, and results of analysis. One 
page of the record book should be used for each entry, and should be 
posted weekly from the daily rock-dusting reports. A mine map of small 
scale should be prepared indicating all rock-dusted areas, as well as 
barriers, rock-dust zones, etc. The path to safety is not easy and rock- 
dusting will fail just as sprinkling failed in several well-known instances 
if it is not applied effectively. 


DISTRIBUTION OF Rock Dust 


Several companies in western Pennsylvania have started applying 
rock dust by the hand method, asin Great Britain. In one mine five men 
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dusted 2100 ft. of entry per 8-hr. shift at a cost of about 2.5 cents per 
linear foot. Costs by the hand method in Illinois have been as high as 
5 cents per linear foot. Hand dusting is better than no dusting and may 
_ be an excellent way to make a start. However, sooner or later it will 
be replaced by a more economical method. In hand dusting, the work- 
men are exposed to a certain amount of dust, and it is impossible to apply 
a uniform coating of dust to the surfaces being treated, although the coat- 
ing may be thicker. 


Dustinae MAcHINES 


The country is full of ingenious dusting machines, but most of them 
are not perfected, consequently they are inefficient and not economical. 
- Nevertheless, all of them have done their duty in helping the cause, and 


Fic. 4.—RocCK-DUST DISTRIBUTOR DEVELOPED BY INLAND COLLIERIES Co. 


some will survive while other new designs will be built. In any event the 
designers and mining companies concerned are to be praised for their 
initiative and resourcefulness. The principle of some machines is based 
on the injector and compressed air or blower, others use a blower, the dust 
in some cases being fed into the air current outby the fan, while in others 
it is introduced into the fan intake air. One company has designed a 
combined pulverizing and distributing unit. Some employ stationary 
nozzles while on other machines the nozzles are flexible. In some cases 
the dust is mixed with water and applied in a wet condition; in one case 
the workings are first wet down with water and then dust is applied by 
a blower. These two latter methods are very unsatisfactory and cannot 
be called ‘‘rock-dusting.”’ 

The direct dry method of applying the dust with a low-pressure 
distributor is most sound in principle. This can be accomplished by 
either a fixed or hand-operated flexible nozzle. Most of the distributors 
now in use are of the low-pressure, flexible-nozzle type. A rock-dusting 
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unit may be transported by a mine locomotive or it may be self-propelling; — 
in any event it is not likely that a large-scale machine will ever be operated — 
by one man. 

One of the best-known dusting machines at the present time is that — 
designed by the Inland Collieries Co., Indianola, Pa.; see Fig. 4. This 
is of the flexible-nozzle type, which is also the type employed by the Old 
Ben Coal Corpn. in Illinois. Another distributor, of the fixed-nozzle 
type, which works efficiently, is that recently designed by the Pittsburgh 
Coal Co.; see Fig. 5. The Miller machine, as modified by the Consumers 
Mining Co., Harmarville, Pa., is also of the fixed-nozzle type. Twomen 
with any one of these units can lay a uniform coating of dust on the floor, 
rib, roof and timbers, over a distance of about 1 mile in an 8-hr. shift. 


Fia. 5.—RocK-DUST DISTRIBUTOR DEVELOPED BY PirrsBuRGH CoaL Co. 


Flexible and fixed nozzles, like everything else, have their advantages 
and disadvantages, and experience will decide their relative merits. 
While numerous types of dusting machines can be devised, it will cost 
considerable money to develop any particular type into an efficient 
apparatus. Rock dust is a difficult material to handle because of its 
relatively high specific gravity, high angle of repose, and tendency to pack. 
The smaller and independent companies, at least, will, no doubt, find 
it more satisfactory to buy one of the distributors on the market, the 
efficiency of which has been demonstrated. 

In ventilating currents of less than 500 ft. per min. it is especially 
desirable that the distributor travel against the air current in order to 
protect the workmen better. In the case of a flexible nozzle, this proce- 
dure will aid closer inspection. 


CONTAMINATION OF RocKk-pustEpD AREAS 


It has been found that most distributors actually waste dust in that 
they apply it too thick and not uniformly. This, of course, is due in a 
measure to the inexperience of the operator; but it is of the utmost impor- 
tance that the feed mechanism of the distributor be reliable so that a uni- 
form coating can be applied economically. Samples of dust from ribs, 
roof, and timbers taken after rock-dusting usually contain 75 per cent. of 
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incombustible, and often 90 per cent.; see Fig. 6. On first thought, this 
may be considered an advantage, but the rock-dust coating in time 
becomes contaminated by various agencies, and it is desirable to apply 
new dust from time to time as warranted. It is fairly well understood 
that rock-dusting will be required at least twice each year; once in the 
early autumn as the mine dries out, and again alfout the first of the new 
year (mid-winter). However, careful inspection and sampling will 


Fic. 6.—TaKING RIB, ROOF, AND TIMBER SAMPLE AFTER ROCK-DUSTING; NOTE 
INCREASED ILLUMINATION. 

determine when redusting is necessary. Certain stretches of haulage 

roads where an excess of dangerous dust is made and deposited each day 

may warrant redusting semimonthly. Haulageways should always be 

cleaned up prior to dusting operations. 


Cost oF Rock-DUSTING 


Minimum cost can only be realized by systematic dusting with an 
efficient distributor after a due amount of experience. Few reliable cost 
data are available, and the range of variation is so great that even wide 
generalizations are likely to be unsatisfactory. The most desirable fig- 
ures will be unit costs per ton of coal mined and on a long-term basis. 
The mines in which rock-dusting is being done have worked rather irreg- 
ularly during the past year, consequently the best cost figures available 
are on a basis of linear feet of entry. These figures average about 1 cent 
per linear foot of entry; two companies assert that the cost in their mines 
on a tonnage basis is about 14 cent per ton of coal mined. It must be 
remembered that, as in the case of all other reliable cost data, the cost of 
rock-dusting must account for many items of expense and not merely the 
cost of labor and dust. It is true that the cost of cleaning up haulageways 
prior to rock-dusting ranges from 5 to 8 cents per linear foot, but this 
item cannot be considered a legitimate rock-dusting expense. 


1176 ROCK-DUSTING BITUMINOUS COAL MINES 


In the mines of one company, two men are now rock-dusting over 6000 
ft. of entry in an 8-hr. shift or in 4 hr. of actual dusting, and it is reason- . 
able to expect that eventually it will be possible to dust effect vely 2 miles — 
of entry in 8 hr. Furthermore, the cost on a long-term basis should not — 
exceed 14 cent per ton of coal mined. 


Rocx-Dusting REPORTS 


Proper and accurate data should be kept on printed blanks supplied 
to those in charge of rock-dusting undergrounds. Samples of such forms 
are shown by the three following blanks of the Pittsburgh Coal. Co. and 
Inland Collieries Co.: 


PirrspurGH Coat CoMPpANy 


DaiLty STONE-DUSTING REPORT 


i ag joa aoSlon 6 donde Mine Rie hese Cee MRS sik ca Bo 
| | 
Time Cleaning Up | Time Applying | L 
Average | No. Feet | No. Ft ee of 
Entry No. wee ciara a | Gis d | ore 
ection Pp No. No. No. No. 
| Men Days Rate Men Days Rate teed 


| | 

| | 
| | | 
| | | | | 
| | | | 
Totals | | | | | 
Show delays on bottom lines of report. Report Made By 


EIGs we 


Pr PTSBURGH Coat Company 
=, a 53 
Monrsty Report or Stronn-pustina 
eae eee ess Mine mao S 


* 

Lb. of Cc 7 

as Founds Stone — a at . | Cast 

Gane tone | Dus Clean- pply- Stone Total| Per 
Dust Per ing | Dust c Li 

fon | Used | Lin, © UP! stone | Used | “°* | “Foot, 

Foot “ Dust | See(*)| 


Cost 


Aver. j 
| ! 
gq Inventory of Stone Dust Record of Samples Taken 
) 
7 : | | | Per Cent. of In- 
Amount layoile Unload- By Whom combustible 
Items Poca) (Include me.ond Date Collected Rootand 
Freight) £ Bottom | Sides 


On hand first of month ) 
Received during month | | | 

Total | | 
Used during month | 
On hand at end of month 


Average ‘‘cost per lb.’’ used in computing this report $. . | 
Report completed by | : | 


wee cece er erereesese sree seessseereresesesesssens 


ielisie)'s\a ole (olshelele. ee) e si¢le eee miele 9) 00) <leele ns 48 as 6 2 sie 's 06 0 016 


Superintendent 


Fie. &, 
» 
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INLAND COLLIERIES COMPANY 


Rock-pustiInc REPORT 


Date. sc a.ce sweets 
{ | | 
Stations Dis- | Cross | Oz 
Time | Dust |_tance Too Per Sec- | Dust | Kind 
Place in Usedstiteea = Dusted, Tin. Fe tion Per of 
Min Lb. : Feet A oe of Cu. | Dust 
Start | Stop Place| Ft. 
| | 
| | 
i} 
| 
| a | 
| | 
| | = 
| | 
Totals | | 
No. | Rate Amt. 
| | 
Lb. of dust on car beginning shift DacteNiae 


Lb. of dust on car end of shift Mot 
Lb. of dust on supply car beginning shift kb A orman | 
Lb. of dust on supply car end of shift | Total man — 
Lb. of dust taken in mine today Onn 


Fie. 9. 


Rock-pust BARRIERS 


Rock-dust barriers, or heavy concentration of rock dust called 
“zones,” at desirable points may be used to advantage, but they are 
usually considered as secondary defenses. The so-called ‘box’ and 
“concentrated” types may be employed to isolate old abandoned work- 
ings, panels, live sections of a mine, splits, and at other key positions, 
as well as in the passageway between two connecting mines. They may 
hold from 1 to 3 tons of dust; in other words, they should contain 100 lb. 
of dust per sq. ft. of cross-sectional area at the point of installation. They 
are installed against the roof or in an excavation made in the roof, and 
should extend across the entry. The cost of box barriers, installed, is 
estimated at $75 each; concentrated barriers will cost, installed, about $150 
each. The V or “trough” type contains from 100 to 200 Ib. of dust, and 
may be installed in batteries of 15 or more in strategic positions or 
restricted points such as sharp bends in entries, on the inby and outby 
sides of overcasts, etc. They may or may not extend across the entry, 
depending on their use and position. Trough barriers, installed, will cost 
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} about $2.50 each, or about $37.50 for a battery of 15troughs. All barriers 
7 should be constructed so that they will be operated by the advanced wave 
_ of an explosion in either direction, and will remain in operation during a 
_ period of at least 7 sec. The dust falling as a curtain is whirled into sus- 
pension and dampens or blankets the flame. The cost of barriers cannot 
be prohibitive, at the same time they should fulfill the specifications 
proposed by the Bureau of Mines. A great assortment of barriers is now 
in use, principally in the Rocky Mountain states’ One type of V, or 
trough barrier made of lead-covered sheet steel, to prevent corrosion, is 
now on the market. 
No practical, mechanical method has been devised so far for dusting 
_ back or trackless entries. Dusting such passageways by inserting a pipe 
through the stopping at certain points is not a success, as ventilation 
cannot be controlled so as to deposit the dust evenly. The air travels 
either too slowly to carry the weight of the dust or too rapidly to deposit 
it effectively. It is possible that the barrier, or zone, or in fact the hand- 
dusting method, as practiced in Great Britain, may be the final solution 
of this problem. 


OrHER ADVANTAGES OF Rock Dust 
Rock-dusting Increases Illumination Underground 


About 90 per cent. of the light underground is absorbed by the coal. 
The rock dust, and particularly that prepared from limestone, greatly 
increases the illumination and, consequently, increases the efficiency of 
the workman and decreases accidents. One company is installing a 
crushing and pulverizing unit and will prepare dust from shale made in 
the mining operation for dusting back entries and for barriers, if such are 
ever employed. However, this same company will purchase crushed 
limestone, pulverize it at the mine, and use it on all main haulageways, 
claiming that the motormen are enthusiastic over the results of the 
increased illumination. It is also possible that limestone dust will 
protect steel timber, prevent spalling of roof and coal, and in a measure 
neutralize acid mine water. 


Rock Dust as Fire-fighting Material 


Rock dust may be an efficient fire-fighting material and is, no doubt, 
much safer to use than either water or chemicals. It is reported that a 
terrific fire in dry coal in one of the mines of the Old Ben Coal Corpn. 
was successfully extinguished by the use of rock dust. The attack 
really started about 100 ft. from the fire on the intake, and consisted of 
throwing dust from the troughs toward the fire. As reported, the great 
cloud of rock dust seemed to cool the area so that advance could be made 
and additional dust introduced. Propping, of course, was done as the 
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advance was made. The dust sealed the fire, except in large crevices and 
in spots along the ribs. A second crew filled these crevices with shale 
dust and spread more dust along the rib where warranted. In a short 
time the fire area, which was about 100 ft. long and 12 ft. wide, was 
completely covered with several inches of dust. The remains of the fire 
and the coal, which was hot or warm, was then loaded out in the usual 
manner. 

Several mines in Illinois keep on hand, at desirable points, sacked 
rock dust for fire-fighting purposes. 


Rock Dust as Stemming Material 


Rock dust may have special merit as stemming material for shot-holes, 
as compared with clay or other inert substances. It is claimed that 
the percentage of lump coal éan be increased, with a reduction in con- 
sumption of explosives, but no actual quantitative tests have been made 
so far. ‘‘Cushioned”’ blasting has been practiced by a few expert shot- 
firers, and its advantages have been recognized in connection with the 
use of permissible explosives. Stemming consisting of loose rock dust 
will produce a cushioned effect. The procedure, in brief, consists in 
placing one or more cartridges of rock dust in the hole on top of the explo- 
sive charge. The explosive cartridges, or the cartridges of rock dust, are 
not slit. About 1 ft. of solid tamping is usually placed at the end of the 
dust charge or the collar of the hole. The explosion is supposed to 
compress the rock dust and wedge it tightly in the mouth of the hole, 
so that none of the gases can escape until they do their work in bringing 
down the coal. If this is true, there is no energy left to distribute the 
dust into the room. Some mining men believe that the force of the 
explosion really compresses the first rock-dust cartridge, completely 
blocking the hole at this point and does not affect the remaining 
cartridges. In either case, it is a question as to how well the gaseous 
products of combustion of a properly made shot aerate and distribute 
the rock dust. In the case of a blown-out shot, however, the rock-dust 
stemming may help to quench the flame. It is also doubted whether 
sufficient dust will be employed as stemming material to rock-dust a room 
effectively as advance is made, but at one mine where experiments were 
made with rock-dust stemming, it was found that the dust was distributed 
in the room as far as 50 ft. back from the face. At this same mine a 
band of bone occurs in the middle of the bed, and it is important that this 
bone is not pulverized by the explosive charge. The officials of this mine 
believe that more lump coal and cleaner coal is produced with 20 to 30 
per cent. less explosive. It is possible that this increase in lump coal and 
reduction in amount of explosive is due more largely to part ‘air-spac- 
ing,” closer supervision, and more accurately placed and drilled holes. 
In any event, if rock-dust stemming will make it more easy to secure a 
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better “spreading” effect with permissible explosives than is usually 
obtained, the matter should certainly be given careful consideration. 


CoGPERATIVE ResEARCH WorK IN RocK-DUSTING 


The United States Bureau of Mines, under the immediate direction of 
George S. Rice and J. W. Paul, has led the way in investigating the 
theories of mine explosions and methods of their prevention. Many 
mining companies, as well as manufacturers’of safety appliances, are now 
_ studying the practical phases of rock-dusting, and all are contributing 
valuable information on the subject. Rock-dusting has developed into 
a real engineering problem and, as usual, many theories are giving way 
- to the practical. 

Codéperative research work relative to rock-dusting is being carried 
on by the Bureau of Mines, Carnegie Institute of Technology, and the 
Advisory Board of Mine Operators and Engineers of Western Pennsyl- 
vania. One problem concerns a more satisfactory quantitative analysis 
for free silica, and the determination of the shale formation associated 
with the principal coal measures of the country that may be suitable for 
rock-dusting purposes. A second problem concerns a collection of data 
relating to costs, equipment, and systematic methods of treatment. Still 
a third problem has to do with a field study of the relative efficiency 
of rock dust as a stemming material. <A bulletin covering the results of 
these investigations will be ready for distribution early in the fall of 1925. 
It might be added that an additional problem regarding the effect of 
fineness and nature of material on its efficiency for rock-dusting has been 
proposed for the year 1925-26. 


CONCLUSIONS 


Rock-dusting is the most reliable, as well as the cheapest, method 
known at present to prevent and limit coal-dust explosions. However, 
it cannot be handled in a haphazard manner and, like all safety measures, 
must be done thoroughly to be effective. Likewise, as in the case of other 
safety measures, it must be considered as simply an extra precaution. 
’ Furthermore, it is well to emphasize the fact that rock dust alone will 
not make our bituminous mines entirely safe. Fine, dry, coal dust can be 
“killed” as itis made, and its accumulation in dangerous quantities can 
be prevented. It is also imperative that we take advantage of 
“approved” equipment and appliances and permissible explosives. 
Last, but not least, we must properly and conscientiously inspect and 
ventilate our mines and, thereby, prevent an accumulation of gas, which 
is the common source of ignition for coal-dust explosions. In conclusion, 
it may be stated that while there is much to be learned regarding both 
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methods and costs, there is no apparent reason whatsoever for delaying 
the application of rock-dusting in our bituminous coal mines and thus — 
making them safe. 
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DISCUSSION 


H. W. Harpince, New York, N. Y.—There is a coal-dusting apparatus 
that combines the grinding and distributing at the same time; it is on a 
car together with a 500-lb. bin. The blowing unit may be equipped with 
long pipes so that the dust can be transmitted through various passage- 
ways. In this system, the rock, which may be obtained from the mine 
itself, is dumped into the hopper and the mill grinds the material, stirs 
it, and distributes it very uniformly. This eliminates the necessity of 
grinding above ground, and then distributing below ground. The entire 
operation is confined to one unit, which should eliminate considerable 
labor. This unit embodies a new reverse-current air classification, taking 
advantage of normal atmospheric pressure being introduced into the 
partial vacuum produced by the suction fan, and at the same time return- 
ing any oversize to the grinding mill, while putting the fine dust into 
circulation the moment it is produced. 

Grorce 8. Ricz, Washington, D. C.—The author uses the figure that 
the Bureau of Mines in its experiments decided was the right amount for 
barriers; namely, 100 lb. per sq. ft. of section. But he says that from 1 
to 3 tons should be put on the barriers. Almost any entry will have a 
cross-section of 50 sq. ft. so that a barrier must have at least 214 tons, 
which I think should be the minimum. 

At the start of the experiments, we used too little dust in the various 
trial barriers and found that 100 lb. per sq. ft. is required to insure filling 
the air of the entry with rock dust in sufficient cloud density to separate 
the coal-dust particles and to cool the flame by the absorption of heat. 
Only a part of the loading is brought into action but the surplus is neces- 
sary to provide that portion. 

One of the large mining companies questions the utility of rock-dust 
barriers, claiming that they will be operated after the explosion has 
occurred. There was a misconception of how they operate. This is 


EDWARD STRIDLE 1183 


effected by the wave of air which precedes a dust explosion and makes it 


_ possible. 


A 


The author speaks of a certain machine that will dust by a wet proc- 


ess. It is no longer ‘“‘dust” if it is wet, but that machine may serve a 
_very useful purpose. I observed one in use in Utah and noted that if 
the coal ribs are more or less cracked and erevided, the mud will fill the 


cracks, after they have been cleaned of coal dust, then less dry rock dust is 
required afterwards. There appears to- be, merit in that combination. 
The subsequent test will be whether the dry loose dust on the surface of 
the caked dust has sufficient percentage of combustible to propagate an 
explosion. Some of the companies in the West think that filling these 


_eracks greatly retards the weathering of the coal. The plan might be 


found beneficial in the Pocahontas W. Va., mines to deal with their 
columnar friable coal ribs. 

The Bureau of Mines is not attempting to determine the superiority 
of one dusting machine over another. We are glad to see the tremendous 
interest in the development of these numerous types. At present, the 
method of operating is to drive these machines directly from the trolley 
wire, using open motors. I believe the time will come when dusting 
machines will be operated from storage-battery locomotives of the 
permissible type, and will have permissible motors to drive the fan for 
distributing the dust. Then they can be used in entries from which the 
trolley is excluded because of the possibilities of firedamp. 

Coal-dust explosions are not easy to make and therein is the danger 
at the present time. The combination does not occur once in a million 
times; but it may occur any time where sufficient precautions are not 
taken. Some of our large railroads carry millions of passengers for 
years without accidents to passengers, but that does not cause them to 
stop looking after the tracks; they have daily inspections. They have to 
guard against the remote possibility ofa wreck. Similarly,in coal mining, 
we must guard against the rare possibility of explosions by the utmost 


unceasing vigilance. 


Tuomas G. Fpar, Indianola, Pa. (written discussion).—Under the 
heading of Cost of Rock Dusting, the author states that, “The most 
desirable figures will be the unit costs per ton of coal mined.” This cost 
per ton of coal will not reflect the actual cost of rock dusting as accurately 
as the unit cost per linear foot of entry. Rock-dusting in one mine, where 
the coal seam is thick, may be carried on inefficiently and still show a 
lower cost of rock dust per ton of coal mined than at another mine where 
a comparatively thin seam is worked and rock dusting is done efficiently. 
This is due to the fact that more headings are required in the thin seam 
to produce a certain tonnage of coal. 
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Under the heading of Rock Dust as Stemming Material, the author 
condemns rock-dust stemming material because he believes that it is of 
no added advantage commercially, while his paper was written onsafety — 
in coal mines. Hestates that no actual quantitative tests have been made 
so far. One mine in Illinois used rock dust as stemming material for one ~ 
month and increased the percentage of lump coal 9 per cent. Rock- — 
dust stemming properly done does produce a greater percentage of lump ~ 
coal than the ordinary solid clay tamping, less explosive is required per 
ton of coal, and there is a reduction of the amount of powder smoke after 
the shot. The introduction of 520 lb. of rock dust in every 250-ft. 
room is bound to decrease the coal-dust hazard, which is on everybody’s 
mind at the present time. 


Epwarp Srerpue (author’s reply to discussion).—The views ex- 
pressed regarding the most desirable unit costs of rock-dusting are to 
the point and should be considered by coal-mining men. Relative to 
rock dust as a stemming material, I merely presented an impartial dis- 
cussion of the leading questions in connection with this subject. Mr. 
Fear indicated that a mine in Illinois has made a quantitative test, 
using rock dust as a stemming material; I would like to have more 
details regarding this example, because I have been unable to find a com- 
pany that has actually made systematic quantitative tests. The Carnegie 
Institute of Technology, the Bureau of Mines, and the Advisory Board 
of Mine Operators and Engineers of Western Pennsylvania are carry- 
ing on, this college year, a codperative research fellowship problem 
having to do with efficiency in blasting of coal. During March and 
April, quantitative tests using rock dust as a stemming material will 
be made and the results of the investigation will be printed in bulletin 
form for distribution about next September. 
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Value of Humidifying Methods in Explosion Prevention 
in Coal Mines * 


By D. Harrineron, Sart Laxe Ciry, Uran 
(New York Meeting, 1925) 


Durine the past few years, there has been a trend toward the use 
of rock-dusting, rather than relying on humidifying, or the use of water, 


| to limit or prevent explosions in the coal mines of the United States. 


This is partly because British coal mines have adopted rock-dusting 
and, at least in a sense, have condemned the use of water. More- 
over, during the past few years, particularly in the latter part of 1922 
and in 1923 and 1924, several explosions with heavy loss of life occurred 
in coal mines of the United States that were known to have more or 
less extended sprinkling, or humidifying, systems. 

The sentiment created by these disasters quickly caused a distrust 
of explosion-prevention methods requiring use of water and simulta- 
neously caused more or less of a stampede into rock-dusting. Much of 
the wholesale condemnation of watering methods was without adequate 
knowledge, or at least without adequate consideration, of local con- 
ditions in each case, and rock-dusting was adopted largely without 
sufficient knowledge of how to rock dust safely or correctly. However, 
mines that had been using watering methods and had suffered these 
recent serious disasters (notably Dolomite, Dawson, and Castle Gate) 
instead of abandoning the use of water when operations were resumed 
after the disaster, greatly extended their watering systems. At the same 
time they took other precautions as to electricity, ventilation, blasting, 
etc., and supplemented the watering system with rock-dusting where 
the latter was likely to be the more effective. The trend toward rock- 
dusting during the past year or two (succeeding the recent mine disasters) 
is very similar to the rapid movement toward watering, or humidifying, 
methods, about 1910 to 1912, after a series of disastrous mine explosions. 

The Phelps-Dodge Corpn., which operates a large property at Daw- 
son, N. M., after an explosion in its No. 1 mine in February, 1923, decided 
that it is dangerous to have all its ‘‘explosion-prevention eggs in one 
basket”? and so adopted what may now be termed the Western coal- 
mine explosion-prevention system, in which both rock-dusting and water- 
ing are used, supplemented by other up-to-date mining methods and 
practices; such as exclusive use of modern electric safety lamps, with 
magnetically locked flame safety lamps for testing purposes; use of 
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permissible explosive exclusively; use of electric shot-firing after the 
shift has left the mine; division of property into absolutely separated 
units, each ventilated by itself and each having fewer than 250 men; 
use of permissible electrical equipment exclusively in so far as such equip- — 
ment is available, etc. The Dawson installation utilizes rock dust on 
all intake haulageways as far into the mine as freezing extends in the 
coldest weather; beyond this point watering methods are used. Every 
working place is piped with water and at each face there is sufficient 
water hose to allow of wetting the entire face region (roof, ribs, floor, 
coal pile, gob pile) by the face worker, who is required to do this several 
times per day, as well as to wet down the top of all loaded cars before 
they leave the face. In addition, machine runners are required to use a 
water spray on all mining machines in such manner as to wet thoroughly 
the ‘‘bug dust” as it is made. Sufficient ‘‘day-pay”’ sprinklers are kept 
continually sprinkling the open available dry workings (haulage roads, 
back entries, non-working pillars, etc.) so that they are not damp but 
actually wet (roof, ribs, and floor). In addition, the various panels of 
the mine are protected by over 100 well-placed, well-filled, rock-dust 
barriers. After the installation of these methods, Dawson became the 
Mecca of Western coal-mining men, with the result that the Western idea 
as to explosion prevention is that neither rock-dusting nor watering is 
the panacea, but rather that the use of water at and around the faces 
will kill the dust as it is being formed and that rock-dusting of haulage 
roads, supplemented by systematically placed rock-dust barriers, will 
protect the other parts of the mine. 

The worst sufferer from the mine disasters in the United States, 
in 1923 and 1924, was the Rocky Mountain region, especially New 
Mexico, Wyoming, Utah and, to a less extent, Colorado; yet, there is no 
tendency to abandon the use of water in these states. The Phelps- 
Dodge Corpn., the largest producer of coal in New Mexico, in its Rules 
and Regulations, at Dawson, issued in 1923 says: 


Firebosses shall be instructed to examine all places and report any accumulation 
of dust or where places are dry, such places shall be immediately posted with a danger 
sign and not allowed to work until brought into proper condition. 


The new Utah State Regulations as to use of water are as follows: 


Water on Mining Machines.and Mechanical Loaders.—Coal-cutting machines 
and mechanical-loading machines shall not be operated in coal mines in Utah unless 
equipped with a supply of water applied in a manner to wet down and prevent the 
raising of fine coal dust into suspension in the air. 

Sprinkling.—Every owner, agent, manager, or lessee of coal mines within the 
State of Utah shall provide and maintain water lines in all working places of suffi- 
cient size and pressure to furnish water in sufficient quantities for sprinkling pur- 
poses to wet down all coal dust that may arise and accumulate in and around working 
face. And each worker shall be kept supplied with a sufficient quantity of water 
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| hose to enable all parts of the face region to be thoroughly sprinkled, this is to be 


~ 


used by the workers in each working place. 
Men employed for sprinkling shall make a signed daily report, in a book kept 
for that purpose, of the sprinkling work done, condition of working places, pipe lines 


_and any difficulty arising from the lack of pressure, pipe-line shortage, breakage, 


lack of hose, etc., this report to be countersigned by the mine foreman. 

_ Men employed for sprinkling shall not be used on work other than sprinkling, 
without first having the permission of the superintendent of such transfer, it being 
understood that in case of such a transfer the vacancy shall be filled by a man qualified 
to do that work. Tae r 


At Dawson and in Utah, dry coal dust is placed on essentially the 
same status as accumulations of methane. A study of the Dawson 
mine in January, 1924, showed that the firebosses could “post” very 


few, if any, places, as practically all open parts of the mines were being 


kept wet; except that the coal intake air courses, on which water could 
not be used because of freezing, were rock-dusted. At that time about 
7 miles of this rock-dusting had been done. Before the Utah regulations 
were issued they were approved by every large producing company in 
the state. 

In southern Colorado, in 1910-12, nearly 250 men were killed by a 
succession of gas-coal-dust explosions, and immediately thereafter 
extensive systems of preheating and water and steam-spray were installed, 
also some hose and water-car sprinkling. The result has been practically 


a cessation of explosions in the mines using this system; there has been 


but one such explosion, since 1912, involving death of about 20 miners, 
though there have been explosions in Colorado mines in which essentially 
no humidifying was done. That a person would have considerable 
difficulty convincing most of the old-time southern Colorado coal opera- 
tors or safety men that humidifying methods are a failure is shown by the 
indifferent progress rock-dusting has made in Colorado, notwithstand- 
ing that the Delagua mine, about 20 miles from Trinidad, was probably 
the first fairly extensively rock-dusted mine in the United States. 
While, in the spring of 1924, Utah took the lead among the mining 
states by making rock-dusting compulsory, a greatly extended use of 
water was also made compulsory. All mines are required to have 
water lines piped to all working faces and not only are “day-pay”’ 
sprinklers required to use water, but every miner must keep his work- 
ing place sprinkled and every machine runner must use water on the 
cutting chain while cutting; and a determined effort is being made to 
enforce these requirements. While some mining men in Utah oppose 
the use of water partly on account of the cost, but largely because the 
wet slack is difficult to screen, hence greatly hampers sizing the coal, 
most of the companies, and especially the larger ones, go much farther 
with the use of water than the state regulations require. One mine 
manager, with much coal-mine operating experience throughout the 
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country and especially in the West, states that while rock-dusting will 
be done where required, he wants his mines kept “stinking wet; and 
his wishes are being carried out. Another manager, also of varied 
experience, says that he is willing to experiment with rock dust but his 
mines are going to be kept wet. They even go so far in this mine as to 
sprinkle the floor of the workings that have been rock-dusted; curiously 
enough, the effect is good, as the rock-dust coal-dust mixture on ribs, 
roof, and floor seems to absorb and retain the moisture far better than 
does the mine dust when the rock dust is absent. 

One of the unfortunate features in connection with Utah’s effort to 
make its coal mines more safe and healthful is the fact that wetting the 
coal makes screening more difficult, so when consumers, particularly the | 
large consumers, insist on better screening qualities, there is a tendency 
among some producers to limit the use of water, irrespective of its effect 
on the health or the safety of employees, or on the safety of the mine. 
When some producers do this, the producer who adheres to the spirit 
as well as the strict letter of law, loses business and is thus penalized for 
obeying the law and, also, for practicing sane safe mining. 

In Wyoming, in many coal regions, water is scarce and the coal seems 
to be somewhat less explosive than in Utah, Colorado, and New Mexico; 
watering methods have been and are being used to only a limited extent, 
at least as compared with Utah coal mines. However, there appears to 
be a definite sentiment toward the adoption of state regulations in Wyom- 
ing, modeled largely after those in use in Utah; if this is done both rock- 
dusting (which is now being done to some extent) and watering will be 
in extensive use in Wyoming. 

The foregoing shows that while the Rocky Mountains States are 
decidedly in favor of rock-dusting, they are by no means against water- 
ing methods; rather, they are extending the use of water as both a safety — 
and a health measure. The mining men of these states realize that their 
conditions are such that unless all available precautions are taken, dis- 
aster is likely to follow; and these Western mines have problems that do 
not usually confront coal mines of other regions. In the East, during 
much of the spring, summer, and fall, the surface air is highly humid and 
higher in temperature than the mine workings; so on entering the mines 
the air currents deposit moisture, causing “sweating,” thus tending to 
make fine dust in Eastern mines inert. About the only period of the 
year that these Eastern mines are dry is during a few winter months 
and even then they have the advantage of the dust saturation throughout 
the workings during the six to nine preceding months. In the Rocky 
Mountain States, “sweating,” as found in Eastern mines, is unknown 
and during all seasons of the year the surface air is decidedly dry, hence 
practically every cubic foot of air going through these Western mines 
abstracts, or tends to abstract, moisture from the coal and thus makes 
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the dust the more ready to explode. For instance, during the past 
Summer at one Utah coal mine, the surface intake air entered the mine 
at 88° ‘dry-bulb, 55° wet-bulb temperature, thus carrying about 2 gal. - 
water per 100,000 cu. ft. of air; about 9000 ft. from the surface in this 
main air course, this intake air (about 50,000 cu. ft. per min.) had a 
temperature of 61° wet-bulb, 66° dry-bulb, hence was carrying about 
9 gal. water per 100,000 cu. ft. of air. In this case the 9000 ft. of intake 
air course was being deprived of about 314 gal. of water per minute or 
over 5000 gal. per 24-hr. day, amounting to over 14 gal. per ft. of intake 
entry per day. It is largely because of this situation that Western 
coal mines are made dangerous, that sprinkling fails locally, rock-dust- 
ing must be done on intake air courses, and watering in the interior of 
the mine. 

Many Western coal mines are worked under 2000 ft. or more of cover, 
which tends to crush the ‘coal or to cause ‘“‘bumps,’’ both conditions 
throwing much fine dust into the workings; also, many of the Western 
mines working in seams 10 to 30 ft. thick have roof and floor, as well as 
ribs, wholly of coal, hence the road or other dust in the mine runs 90 to 
95 per cent. combustible instead of the 20 to 40 per cent. combustible 
road or rib dust found in many Eastern coal mines, where the seam is 
thin and roof and floor are of friable incombustible material, such as 
shale, slate, fireclay, etc. In these Western mines (with thick seams, 
ribs 10 to 20 ft. or more high, with roof, timber caps, etc. also that height, 
hence almost inaccessible for,treatment or inspection) the opportunity 
for lodgment of the very fine, most dangerous dust, as well as of explosive 
gas is great and its removal or neutralization correspondingly difficult. 
Also many of the Rocky Mountain coals contain large amounts of more 
or less finely divided resin, which is extremely inflammable; many mines 
have oil seeps, which are dangerously inflammable in themselves and 
frequently carry explosive gases with gasoline or kerosene odor and 
probably much more sensitive to flame than methane. Some Western 
mines are decidedly gaseous; the Morley, Colo., mine has given off 
daily, for many years, over 2,000,000 cu. ft. of methane; in several mines 
1,000,000 cu. ft. or more of methane is removed daily. 

Laboratory tests of the explosibility of coals of the United States 
show that while, under standardized conditions as to coal-dust fineness 
and as to temperature of electric arc causing an explosion in the labor- 
atory, Eastern bituminous coals gave pressures from ly or!2*up to 15 
lb. per sq. in., nearly every Western coal tested under similar conditions 
gave pressures in excess of 15 Ib. per sq. in. and some of them gave 
pressures above 20 Ib., or much higher than that shown by practically 
any Eastern coal. Similarly, Bureau of Mines Bulletin No. 167, page 
344, shows that Western coals, in general, require a larger percentage 
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of incombustible (ash, shale, or other rock dust plus moisture) to prevent 
propagation of an explosion than do Eastern coals; the coal with the 
‘highest requirement mentioned in this series of experiments as to incom- 
bustible to prevent propagation of an explosion came from a southern — 
Colorado coal mine. As in this case 82 per cent. of incombustible is — 
necessary to prevent propagation of an explosion, whether sprinkling or ~ 
rock-dusting is used, a dangerous condition can be averted only by the — 
most constant vigilance. 
When the Western operator considers the immense amount of dust 
unavoidably made as the result of local operating, climatic, stratigraphic, 
and other conditions, and the inflammability of the dust and of the gas 
found in his mines and that, unless the dust is mixed with about four times 
its own amount of very fine rock dust, he cannot prevent its propagating 
an explosion, he is naturally quite reluctant to rely on rock-dusting alone; — 
also, as his faith in water methods alone is shaken, he is now inclined to 
think that his safety requires the use of both methods. 
One of the most disastrous of the later Western coal-mine explosions ; 
(Dawson No. 1 Mine in New Mexico) was probably started by the ignition 
of extremely fine road dust that had settled on timbers, from the air on an 
intake haulage road; the dust had an incombustible content (rock dust 
plus moisture) of about 65 per cent. On the other hand when the 
practically pure coal dust of this property was mixed with 8 per cent. 
water and subjected to standard ignition tests (which ignite the dry dust 
at every attempt), the dust mixed with 8 per cent. water did not ignite; 
yet dry coal dust of the same size, when mixed with dry rock dust, making 
58 per cent. incombustible, propagated an explosion readily. When 
there was practically 1 per cent. of methane in the air, an explosion was 
propagated through the dry dust when 66 per cent. incombustible was 
present. Inasmuch as very fine dry coal dust mixed with 65 per cent. 
incombustible ignited and started a disastrous explosion while the dust 
of the same mine when mixed with water so that 8 per cent. moisture was 
present would not ignite when subjected to a standard ignition test, it is 
natural to infer that, at least as far as ignition is concerned, moistening 
the dust is preferable to rock-dusting; and as undercutting, overcutting, 
shearing, drilling, shoveling, blasting, pillar pulling, etc. throw into the 
air much finely divided coal dust, it is readily apparent that around the 
face conditions are likely to be most dangerous. As flame for ignition is 
found most frequently at or around the face, from open lights and methane 
accumulations, or electric arcs and methane or dust or both, or blown-out 
shots and methane or dust, it is extremely desirable that the dust at or 
near the face be “killed” and kept “dead” at all times. As 65 per 
cent. incombustible will not prevent ignition of very fine Western coal- 
mine dust, and under some circumstances, such as the presence of 2 to 3 
per cent. of methane, even 80 per cent. incombustible will fail to prevent 
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nition, while 8 per cent. of water does prevent ignition, naturally it is 
deemed advisable (in fact, even necessary) to use water around working 
=. The use of water at and around the face region, in addition to 
“killing” the dust, as far as aiding in ignition or propagation of an 
explosion is concerned, keeps out of the air the clouds of fine coal dust 
which are certainly detrimental to health of workers, particularly the 
machine runners. On the other hand, the omission of water at the face 
with the attempt to use rock-dusting, would tend to intensify the prob- 
able health hazard to workers from breathing dust suspended in the air é 
this is more true of the face region because air currents are likely to be 
inactive or practically non-existent at some faces, particularly those of 
rooms or pillars, and the very fine dust may remain suspended for hours 
to be breathed by workers. 

Moreover, unless the dust is “wet down” at and around the face 
regions, fine dry coal dust from faces and from tops of or through openings 
in cars will soon settle upon adjacent rock-dusted surfaces, and the 15 
to 30 per cent. of combustible that makes some of our coal-mine dusts 
inflammable will make rock-dusting ineffective almost as quickly as 
evaporation renders sprinkling ineffective. Recently a sample of very 
fine dust (both settled and rock-dusted) was collected from a rib of a dry 
main intake haulage road in a mine where water was used very sparingly 
at the face and not at all on top of cars; when allowed to sift over a lighted 
match, the resultant “flare up” was most indicative that rock-dusting, 
to prevent explosion ignition or propagation, must be renewed frequently 
when coal dust is not “‘killed”’ by water at the face region or elsewhere in 
the mine. 

While the Rocky Mountain coal-mining region has greatly extended 
the use of water at and round the working faces, it has long been known 
that intake air courses, especially those acting as main haulage roads, have 
been most difficult to keep sufficiently moist. Recent explosions at 
Dolomite, Ala. and Dawson, N. M., originating comparatively near the 
mine entrance on the intake air courses of sprinkled mines have con- 
vinced many of the most enthusiastic advocates of watering methods that 
the use of water on these main haulage intakes is dangerous; in Colorado, 
though, the advocates of the preheating-humidifying system still maintain 
their position. In Utah, toa considerable extent in Wyoming and in New 
Mexico, and to a slight extent in Colorado, the plan now is to rock dust 
thoroughly the main intake haulage roads (roof, ribs, and floor), at least 
as far into the mine as freezing extends in winter; to divide the mines 
and have “day-pay” men sprinkle interior auxiliary haulage roads, room 
necks, and open accessible abandoned workings. In some instances, 
interior rope-haulage slopes are also being rock-dusted; in a few mines, 
some auxiliary entries are being rock-dusted; and in at least one mine, 
the Royal in southern Colorado, it is said that the rock-dusting is being 
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carried to the face and no water is used. In Utah, mines with a daily 
output of about 1500 tons now have three to five or more “ day-pay’”’ men 
whose sole duty is to sprinkle the interior workings (ribs, roof, and floor); _ 
in addition, some of these mines have sprays at main partings, which — 
wet the top of all loaded cars as they leave the interior of the mine. The } 
face workers are required to keep the face region wet down and open, 
non-working, but accessible, parts of some mines are kept wet by station- 

ary water sprays. : 

One of the worst difficulties where main-haulage main-intake entries 
are rock-dusted is the coal spilled along the tracks from loose or open- 
type cars or from the high topping of cars, or both; this coal soon 
becomes fine and dry and when thrown into the air by passing cars, 
animals, and men, settles upon roof, walls, and floor and tends to make the 
rock-dusting unsafe in a short time. While the ultimate remedies for 
this would be the adoption of a tight car and the restriction of topping, 
neither remedy can be applied readily. In some Utah and Colorado — 
mines, a water car is run along these haulage entries, keeping wet the 
region between and immediately outside of the track rails; meanwhile 
every feasible effort is used to prevent this spilling of coal and to do as 
much cleaning of the spilled coal as is feasible. 

Failure to keep abandoned or non-working places well sprinkled is 
responsible for the extension of most of the explosions in mines where 
sprinkling systems are in use. ‘These open non-working regions are very ~ 
dangerous and, if they cannot be sealed, should be kept well sprinkled 
or well rock-dusted. Where they cannot be traveled, stationary water 
sprays running continuously are being much used in the West, but 
the safest method is to seal where feasible; the stationary sprays do good 
work when actually operating, but unless given fairly frequent supervision 
they clog and become inoperative. 

While it is stated that practically 30 per cent. of water must be present 
to prevent propagation of a violent explosion through fine coal dust, the 
writer is somewhat disinclined to accept this. He has seen ‘‘bug dust” 
cut with water on the cutter bar that was so wet as to be almost ‘“sop- 
ping,” yet on analysis it gave but 12 per cent. moisture. Certainly no 
explosion, irrespective of its violence, if confined to the usual duration of 
but a fraction of a second, could get this material into such condition that 
it would ignite or explode in that short period of time. While the writer 
is skeptical that an explosion will get any support from coal dust with 
over 10 per cent. of mechanically mixed, or soaked, moisture, dusts of 
lignitic coals with 16 to 20 per cent. or more of combined moisture most 
certainly do ignite. It is possible, however, that a violent explosion 
coming from a dry region, and carrying much dry dust with it, may pass 
through a region of limited distance with wet ‘“dust”’ on floor, ribs, and 
roof, and if fed dry dust or methane on the far side of the limited wet zone 


| 
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|May again take up fuel and continue on its way. However, the writer 


has seen where a 400-ft. zone of water drippers stopped an explosion 
absolutely from going into an entry, which was dry and dusty on the 
interior and from which a considerable number of men later came out 
alive; the explosion, stopped from going in one direction by these water 
drippers, went several thousand feet in another direction where there were 
no drippers and in its travel killed a number of men. 

It is frequently stated that fine dry coal dust either will not mix with 


/or absorb water or will do it only with difficulty or delay. Years of 


experience in Western mines prove that even in those mines that have no 
shale, slate, etc. admixture to aid in absorption of moisture and where 
the coal is of a more or less oily nature (oil actually bubbling out of the 
coal floor or roof in places) if the underground workings are sprinkled 


systematically, the territory not being allowed to become “bone” dry 
before given another supply of moisture, even the newly deposited very 


fine dry dust is easily moistened. However, where sprinkling is of a 


. haphazard nature and successive applications of water made only after 


the workings have become dangerously dry, it is difficult to get fine dry 
coal dust moistened; in many cases it will float absolutely dry for days, 
even weeks, upon a pool of water. 

One of the greatest fallacies in connection with the use of water in coal 
mines is that a mine is sprinkled when a water car or hose is run over a 
few workings once each week, month, or year and a little water is placed 
between the rails on the floor. Real sprinkling requires that ribs, timbers, 
and floor be thoroughly washed down and never allowed to become dry. 
If this is not done a mine is not sprinkled; if it is done, the ribs, roof 
and timbers will be kept free of dust and the floor will have the very 
fine, hence dangerous, dust either washed down under the coarse coal to 
the solid floor, or attached to larger pieces in such manner that only a 
violent explosion can bring it into suspension even if it should become dry. 
A sample of floor dust taken across the width of an entry in a 6-in. groove 
about 1 in. deep, where no sprinkling was done, gave 31 per cent. through 
200 mesh, while a sample taken in the same mine (Dawson, N. 
M.) in a nearby place kept fairly well sprinkled gave but 11 per cent. 
through 200 mesh; at time of sampling, both places were fairly dry but the 
place with but 11 per cent. through 200 mesh had usually been kept well 
sprinkled. This is typical of the coarseness of the exposed floor dust 
where real sprinkling is done. 

Another fallacy as to effective use of water is that when water is 
placed on roof, ribs, or floor, there is resultant damage from caving, 
sloughing, squeezing, etc. While probably at first there will be some 
falls or similar temporary trouble, and possibly in a few isolated cases 
permanent difficulties, the number of localities where permanent injury 
is suffered are very few. In many cases when operators had firmly 
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believed that great damage would be done if water was applied to ribs, 
roof, or floor, when forced by some emergency to try wetting, the dange 
failed to materialize. Eastern operators who have sloughing of roof o 
ribs, as the result of alternate “sweating” and drying, would in many 
instances eliminate this difficulty by using’ effective watering methods 
in the dry seasons in places where water will not freeze. ; 
While it is interesting to read of explosions being stopped by rock-— 
dusting and rock-dust barriers in southern Illinois, it is dangerous to — 
generalize from this that similar results can be obtained in all coal — 
mines. Illinois coal dusts are not nearly as inflammable as are coal dusts — 
from many other parts of the country, particularly the Rocky Mountain — 
States. The writer has seen a report of an explosion in a southern ~ 
Illinois coal mine that was started by gas ignition by open lamp that — 
blew out a number of brattices and stopped of itself, as there were no 
sprinkling, rock-dusting, or other explosion-prevention measures. The 
report stated that there was present ‘‘ample dry coal dust along the roads 
and ribs to propagate an extremely violent explosion.”” From this 
occurrence, it would appear that rock-dusting methods that would easily | 
stop incipient explosions in southern Illinois would be of little utility in — 
regions that have really dangerous dust. “1 
While sprinkling is alleged to have failed in several instances, in 
practically every such case lapses from efficient sprinkling practice 
caused the trouble, rather than failure of the methods. The Dawson 
No. 1 explosion in February, 1923, and the Dolomite explosion in Novem- 
ber, 1922, proved that it is difficult, almost impossible, to apply sprink- 
ling methods safely or successfully to main intake air courses, especially 
those that act also as main haulage roads. This fact is being accepted 
by even the most enthusiastic advocates of watering methods, except 
possibly southern Colorado mines that use preheating and spray systems. 
The Dolomite explosion, frequently pointed out as a failure of sprink- 
ling, really shows how advantageous sprinkling is, for the explosion, 
starting near the mouth of the intake haulageway, reached into the mine 
only about 1000 ft.; it killed about 90 men, who happened to be concen- 
trated in a limited area, yet on account of the effectiveness of the sprink- 
ling in this very dry mine, the explosion was unable to get into the 
interior of the mine where several hundred other men were employed. 
These men undoubtedly owed their lives to sprinkling. In a recent mine 
explosion at Kemmerer, Wyo., the flame was unable to penetrate a zone 
of a few hundred feet of water drippers and a number of men back of 
these drippers came out alive while the flame traveled nearly all ways 
from, but not through, those drippers with large death toll. In one 
well-sprinkled Western mine, Somerset, Colo., having much gas, a thick, 
dry coal seam, and an explosive dust, there have been at least three 
instances of gas explosions extending up to 1000 ft. or more and blowing 
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|! ut concrete overcasts or stoppings, yet dying out on reaching wet or 
| recently sprinkled zones. Ina violent explosion in a Western unsprinkled 
coal mine, the explosion died-on reaching two entries with about 500 ft. 
of decidedly wet sides, top, and floor; in another violent explosion in a 
Western unwatered mine, every man in the mine was killed and the mine 
was wrecked, but the explosion stopped almost tlead at a wet region. 
In Utah, while there were two bad explosions in 1924, there have been 
numerous instances at least one of them in 1924, where gas ignitions 
accompanied by considerable heat and force have been stopped by well 
watered workings; in fact, there are few operators of any considerable 
number of years of experience in Utah coal mines who cannot cite several 
instances in which widespread extensions of incipient explosions have 
undoubtedly been stopped by water; hence Utah’s loyalty to water- 
_ ing methods. 
| In Pennsylvania, the writer aided in the investigation of an explo- 
| sion that killed every man within a dry panel; but fortunately the flame 
did not get out of the panel because the four openings to the panel were 
_ wet (top, sides, and floor). In this instance, while nearly 20 were killed 
within the panel, the mine had over 500 other workers and in general 
_ the workings were dry and dusty; here the naturally wet condition of 
some fortunately located workings undoubtedly saved several hundred 
lives. In an Alabama gas explosion, every man in the immediate neigh- 
borhood was killed; but in proceeding outwards, the explosion encount- 
ered wet or sprinkled territory and died out. This list of explosions 
stopped by water can be readily extended, as the writer has records of 
at least twenty authentic cases. As previously stated, while there have 
been explosions in mines having sprinkling systems, the trouble almost 
invariably has not been with the system but with violations of the system, 
and rock-dusting in mines will also fail if rock-dusting is neglected. 
Those people who figure on long-time immunity from danger when 
rock-dusting has been done once will be greatly disappointed, for rock- 
dusting can become ineffective under certain conditions within a few 
days, even within a few hours, after having been placed. Mines that 
regard rock-dusting as a panacea permitting relaxation or abandon- 
ment of other precautionary measures are likely to learn that rock- 
dusting has decided limitations while having also much merit if done 
with judgment. 


CoNCLUSION 


Both sprinkling and rock-dusting should be done in every coal mine— 
the sprinkling largely at or around the face; the rock-dusting in the 
entries (particularly those on intake air), and both methods should 
cover ribs, roof, floor, and timbers. Both methods must be kept in 
condition, and to do this constant and continuous supervision must be 
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exercised and much rock-dusting as well as sprinkling work must be ‘ 
done continually. If efficient sprinkling is not done at the face, not 
only will ignitions be made easier and more frequent but also the coal 
from dry “bug dust,” blasting, shoveling, etc. at the face and from the 
top of loaded cars and the bottom of empty cars, as well as from coal 
spilled on roadways, will, within a very short time, cause rock-dusted 
ribs, floors, roof, and timbers of entries, abandoned workings, etc. to be 
so covered with fine dry dust as to be easily available for feeding flame 
and propagating an explosion. How easily this may be done can readily 
be figured when it is considered that 25 per cent. the very fine dry coal 
dust that settles out of the air mixed with 75 per cent. of rock dust will 
readily propagate an explosion in some of our Western mines; probably, 
in some cases 20 per cent. or less of very fine dry coal dust will propagate 
an explosion. Some mines that blast after the working shift have 
sufficient fine dry dust deposited from the air after the blast and covering 
ribs, roof, timbers, etc. near the face so that if rock-dusted daily the face | 
region surfaces would have an inflammable dust covering when the shift 
went to work. 

It seems to the writer that rock-dusting in coal mines without simul- 
taneous use of watering methods at the face is analogous to such abomi- 
nable practices as adoption of electric safety lamps and allowing smoking 
at the faces, or forcing use of electric safety lamps, and blasting with 
fuse and black powder with the shift in the mine, or spending money on 
electric safety lamps and then saving the money by slowing down the 
fan or reducing the amount expended on overcasts, stoppings, or brattice 
cloth. Whether sprinkling is used or rock-dusting is put into operation, 
or even if both are used, constant attention must be given and renewals 
not stinted; also such adjuncts-as keeping up ventilation, restriction or 
prohibition of open lights or of any kind of flame underground, sealing of 
abandoned territory, using nothing but permissible explosives in per- 
missible quantities in blasting, prohibition of blasting with the working 
shift in the mine, and other good up-to-date mining practices should be 
extended rather than relaxed or abandoned. 

In connection with rock-dusting of coal mines, while much attention 
and much money are being expended at the present time, it is curious 
how little the mining men of the United States use the wealth of infor- 
mation on rock-dusting prepared for them by the Bureau of Mines, 
especially the data in Bulletins 20 and 167 and in Technical Paper No. 
84. These publications should be carefully studied by up-to-date coal- 
mine safety and operating men of the United States; Bulletin 167 par- 
ticularly should be at their finger tips. 

As to the kind of rock dust to be used, in so far as health is concerned; 
after having spent at least seven years in studying the effect of dusts 
on health, in both coal and metal mines, the writer believes that if water 
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is used at the working faces and rock dust is restricted to the entries 
and non-working territory, the silica content of dust can be ignored and 
the writer would not hesitate to recommend the use of dust for rock- 
dusting and for rock-dust barriers, with silica content 90 per cent. or 
over provided the dust had less than 10 per cent. combustible and was 
sufficiently fine. Dust is dangerous to health only if in the air around 
- workers in such manner that the workers breathe large quantities of very 
finely divided dust into the lungs. By experiment it has been found 
that except at dry, poorly ventilated working faces, the air in rock- 
dusted mines has so little rock dust in suspension as to be negligible. 
But, if rock-dusting is done up to and at dry working faces, and no water 
is used, there is no doubt that the number of lives saved by the rock- 
dusting in preventing explosion will be far more than counterbalanced 
by lives lost due to respiratory diseases such as miner’s consumption, 
bronchitis, miner’s asthma, etc., caused by breathing dust. The real 
answer to the problem of prevention of coal-mine explosions is that 
neither watering nor rock-dusting should be relied on alone, but that 
sane, safe reasoning demands that both be used and both be kept under 
careful supervision and maintained even more carefully than is ventilation. 


DISCUSSION 


GrorGE §. Rice, Washington, D. C. (written discussion).—The 
author has forcefully presented the merits of humidifying in bituminous 
coal mines, and has emphasized the fact that, to be effective, humidi- 
fying must be systematically done. He tells how humidifying is carried 
on in certain mines in New Mexico, Colorado, and Utah; but I question 
whether the employees can be relied on in all mines, day in and day out, 
to exercise the degree of carefulness he describes. Humidifying in the 
Rocky Mountain mines is not new. An explosion disaster at the Daw- 
son mine, New Mexico, in 1913, in which 263 men were killed, was 
attributed by the State Inspector to the omission of watering over a 
holiday, which shows that in that mine watering was supposed to be 
done every day. 

Utah has required the use of hose at every face for the past 25 years 
and sprays have been used, yet disastrous explosions have occurred 
in that state. The new mining regulations, by requiring the use of 
water sprays on all mining machines, have added to the safety measures, 
but mining machines have been extensively used in Utah only in recent 
years; in 1912, only 4 per cent. of the total output was machine mined. 
In any case, this wetting has to do with lessening the formation of coal 
dust and ignition at the face; it does not prevent direct ignition of coal 
dust back from the face or prevent the propagation by coal dust of an 
explosion started by the ignition of a body of firedamp at the face. 


1198 EXPLOSION PREVENTION IN COAL MINES 


Propagation must be prevented by intensive continuous watering, such 
as he describes, or by efficient rock-dusting. I favor generalized rock- 
dusting back from the face’ and think that the burden of proof that — 
watering is better rests on those who favor it, for explosion disasters — 
have been occuring not only in this country but in Great Britain and — 
quite recently in Germany in mines where watering has been done, or 

in mines considered naturally wet. 9 

This paper seems to indicate that the usefulness of rock-dusting is — 
limited to the outer part of an intake haulage road, where freezing of — 
water may occur in cold weather, for use in barriers, and in assisting 
in the process of wetting coal dust; the latter feature is described in an ~ 
earlier paper.’ i 

Undoubtedly, the path of explosions in mines has often been limited _ 
by wet places; but on the other hand, explosions have traversed long 
stretches where water has lain over the rails. Each such case must be 
considered separately, as it depends on whether large amounts of coal 
dust, on which the explosion feeds, are carried by the advance air waves 
from places farther back, or whether less coal dust was carried and when 
that was consumed there was no coal dust in the wet zone to bring into 
suspension, so that branch of the explosion would cease. In the case 
of the Palos, Ala., explosion (in 1910) there was a wet, untimbered incline 
about 14 mile long, through rock, with no evidence of coal dust on the 
walls, yet a sheet of flame extended about 200 ft. from the mouth of 
_the mine and burned to death a postman on a bridge; also, there were 
thick clots of coke on a railroad trestle that crossed over the mouth of 
the mine. 

The author suggests that in the spring, summer, and fall the coal 
dust in Hastern coal mines tends to be made inert by the warm, moist, 
intaking air; past records do not bear this out. Eavenson shows? that 
in this country (from 1839 to 1912) more explosions occurred in January 
than in any other month, but that explosions occurred in every month 
and that there were over one-half as many in August, the minimum 
month, as in January. As bituminous coal mines usually work only 
part time in the summer, there is less time of exposure to explosions. It 
is freely admitted that in new mines, or mines of small area, the effect 
of warm intaking air is of material benefit; but in extensive mines, 
the amount of moistening of coal dust in the interior through this natural 
agency has little effect in preventing explosions, as shown by Mr. Eaven- 
son’s statistics. « 

The author indicates that greater natural dangers are encountered in 
Rocky Mountain coal mines than in Eastern coal mines, but, while 


1 Review of Coal-dust Investigations. See p. 1130, this volume. 
* George 8. Rice: Investigations of Coal Dust Explosions. Trans. (1914) 50, 567. 


* H. N. Eavenson: Coal Mine Explosions Caused by Gas or Dust. Trans. (1914) 
50, 588; also Table 2, 605. 
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} dangers should not be belittled, certainly, many Eastern mines have 
serious gas and coal-dust problems. Some readers may conclude, from 
the author’s statements, that the coal dust in the Rocky Mountain mines 

_is so much more dangerous than that of Eastern mines as to be difficult 

to neutralize by rock-dusting. The Bureau of Mines laboratory experi- 
ments giving relative pressures for different dusts, cited by the author, 
were empiric. It was early determined by the Bureau’s coal-dust investi- 
gators that pressures were not indicative of relative explosibility, which 
conclusion is now accepted by the British scientists. Moreover, to 
make the laboratory tests, the coal had to be ground so that all of it 
would pass through 200 mesh, which destroyed the natural structures 
of the particles as found in average samples of mine dusts. When the 

laboratory tests quoted were found to obtain very different results from 
practical large-scale testing, it was decided, ten years ago, to drop that 
method of experimenting. 

The author quotes from Bureau of Mines Bulletin 167 (p. 344) that 
a southern Colorado coal dust requires 82 per cent. incombustible to 
prevent propagation, in contrast to 77 per cent. for Pittsburgh coal dust; 
this was for pulverized dust 75 to 85 per cent. through 200 mesh, which is 
finer than any considerable amount of dust averages from any mine. The 
practical comparison is on the basis of dust of which 20 per cent. passes 
through 200 mesh—an average size proportion found in mines. With 
this size, the Colorado dust has the same limiting mixture as Pittsburgh 
dust, 64 per cent. incombustible (ash of coal plus shale, or dirt, 
plus moisture). 

Recent (unpublished) tests at the Experimental Mine have shown 
that Utah coal dusts of similar size (20 per cent. through 200 mesh) have 
no higher explosibility than Pittsburgh coal. dust. The resin content 
mentioned by the author, although highly explosive when picked out 
and tried by itself, forms so little of the total weight of coal that it has no 
appreciable effect on the explosibility of the coal dust as a whole. 

I question the conclusion that, in the Dawson No. | explosion of 1923, 
the dust where the explosion originated had an incombustible content 
of 65 per cent., unless sufficient samples had been gathered at that point 
shortly before the explosion. It would be impossible to judge of the 
composition of the dust existing prior to the explosion from any samples 
gathered after the explosion, as the entire dust conditions of an entry in 
the zone of an explosion are changed by the violent: gas and air move- 
ments. ‘Tests on the Dawson coal dust (20 per cent. through 200 mesh) 
at the Experimental Mine indicated that 66 per cent. incombustible would 
prevent propagation, as compared with the 64 per cent. limit for Pitts- 
burgh dust. “Ignition” limit would be less (probably 10 per cent. or 
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more), but this was not determined, as sufficient dust material for such © 
tests was not furnished. 

Apart from the question of the character of the dust on timbers, at 
the supposed point of origin of the explosion, I understood that it was 
supposed ignition resulted from the derailment of a trip of loaded cars, 
one containing bug dust; these cars knocked out timbers, which brought 
down the trolley wire and caused arcing where the wire touched the steel 
cars. Such derailment would stir up a large amount of fine, pure coal 
dust, which would likely be ignited by the arcing and give an initiatory 
explosion. 

The author compares this with an ignition test of the same size dust, 
using 8 per cent. water in addition to natural water of coal (2.8 per cent.). 
Ignition was not obtained, but the flame traveled 175 ft. from the 4-lb. 
black-powder shot. If a stronger shot had been fired or only 1 per cent. 
of firedamp were present, 8 per cent. added water would not be nearly 
enough to prevent “ignition’’ and still more water would be required 
to prevent “propagation.” Tests with Pittsburgh dust of 20 per cent., 
through 200 mesh, required over 16 per cent. water, and for pulverized 
dust, 30 per cent. water to prevent propagation. The author is skeptical 
as to 30 per cent. being necessary, based on his observations of wetted 
“bug dust”’ from machine mining. But ‘bug dust” is relatively coarse; 
screen tests have indicated that usually less than 20 per cent. will pass 
through 200 mesh. In pulverizing, the aggregate surface of the coal-dust 
particles increases nearly as the cube of the diameters, which causes a 
great increase in the ability to hold water by a mass of dust. This 
explains the apparent discrepancy in the amount of water required for 
different sizes of coal dust to wet it so that it will not be dislodged and 
brought into the air by violent air currents.‘ 

Dry rock dust, on the other hand, does not depend on preventing the 
coal dust from getting into the air; it is raised by the same concussion that 
raises the coal dust and extinguishes by absorption of heat and 
mechanical interposition of inert particles. 

The author suggests that rock-dusting requires about four times as 
much rock dust as coal dust to prevent propagation. That may or may 
not call for a large amount of rock-dusting, depending on the care in pre- 
venting the making of coal dust. However, four times gives a very large 
margin of safety as the recommendations of the Bureau of Mines engi- 
neers for a number of Rocky Mountain coal-mine dusts (20 per cent. 
through 200 mesh) varied from 64 to 69 per cent. incombustible to pre- 
vent “propagation;” that is, continuance of an initiatory explosion of gas 
or pure coal dust. The coals tested carried from 10 to 16 per cent. 


4George 8. Rice, L M. Jones, W L. Egy, and H. P. Greenwald: Coal-dust Explo- 
sion Tests in the Experimental Mine. 1913 to 1918, Inclusive Bur. of Mi 
167 (1922) 399, Fig. 48. ; ate 
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incombustible, ash plus moisture. Taking the higher limit, 69 per cent., 
and the least incombustible in the coal, 10 per cent., there would be in 
_the mixture 34.4 per cent. coal and 65.6 per cent. limestone or shale dust. 
This is less than twice as much rock dust as coal dust but it 
prevented propagation. 

In his conclusions, the author concedes that* there is need of both 
rock-dusting and watering efficiently done. He also implies that rock- 
dust barriers may be advantageous, but. does not comment on them in 
detail. From previous correspondence with him I think that he is 
apprehensive, as am I, that the designs of some of the barriers that have 
been installed disregard certain fundamental factors that Bureau of 

Mines investigators have studied and reported on in the Experimental 
Mine testing; and many barriers observed in mines are underloaded. 
Experience in testing has shown that the loading should be about 100 lb. 

of rock dust per square foot of cross-section of entry way. 

As a whole, I believe that the author’s views and mine are not so far 
apart as the wording indicates. His paper is admirable in bringing 
strongly to the attention of bituminous-coal-mining men the need of 
increased effort to prevent appalling explosion disasters. I take this 
occasion, now that Mr. Harrington is no longer in the Bureau of Mines 
service, based on ten years of close association with him, to express my 
admiration for his untiring, courageous, and splendid leadership in the 
cause of safety in mining. 


D. HarrinctTon (author’s reply to discussion).—It is difficult to rely 
on mine employees, or even mine management, to exercise the degree of 
carefulness necessary in watering methods to hold mines safe; this state- 
ment is applicable to rock-dusting in almost the same degree as to sprink- 
ling; in fact, if rock-dusting is to be used at and around the face regions, 
in my opinion sprinkling methods will be much more fool- or carelessness- 
proof than will rock-dusting. 

Mr. Rice is in error as to the use of water in the mines at Dawson, 
N. M., before the explosion in 1913; watering was being done very 
ineffectively and intermittently, as shown by the fact that after the 1913 
explosion several carloads of water pipe were placed in the mines. Mr. 
Rice is also misinformed as to ‘‘use of hose at every face for the past 
25 years” in Utah coal mines; it is true that water lines were called for 
but there was no requirement as to hose until the regulation went into 
effect in September, 1920. Even then, use of hose at the face was 
optional, as evidenced by the words: ‘“‘such hose shall be provided by 
the operator for each and every miner who may request therefor.” As a 
matter of fact, comparatively few faces were provided with hose until 
the new Utah regulations made use of hose at the face obligatory. 

While use of water on the cutter-bar of mining machines certainly 
will not “prevent direct ignition of coal dust back from the face or 
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prevent propagation by coal dust of an explosion started by the ignition 
of a body of firedamp at the face,” it certainly will reduce the amount of 


coal dust likely to be found either at the face or back from the face. The 


Pittsburgh Coal Co. recognizes this, as General Manager Neale, in a 
paper on rock-dusting at Cincinnati, in May, 1925, recognized the very 
definite advantage of use of water on the cutter-bar; many coal companies 
in eastern and southern states also are using this system. 


Notwithstanding the Eavenson statistics, with which I am not famil- — 
iar, there is absolutely no doubt of the fact that many eastern mines do — 


have extensive sweating during various parts of the year, during which 
period mine workings are decidedly wet. This wetting is so bad, due to 
sweating, in the Experimental Mine of the Bureau of Mines near Pitts- 
burgh, that explosion tests by the Bureau must be suspended during the 
sweating months; moreover, the fact that explosions occur during the 
slack working periods in spring and summer, as reported by Mr. Rice, 
is due usually to relaxation in precautionary measures to aid in decreasing 
cost; and to poor ventilation, shooting, and other methods, rather than 
to any other cause. 

I disagree decidedly with Mr. Rice’s conclusion that the Bureau of 
Mines laboratory experiments on coal explosibility are unreliable or 
merely, of empiric nature; certainly the statement that pressures obtained 
in laboratory experimental work are not indicative of relative explosi- 
bility is not the opinion of at least two men who were engaged in that 
experimental work and with whom I have talked personally. Nor do I 
agree that the resin content of coal, because of its relatively small amount 
compared to total weight of coal, is of “no appreciable effect on explosi- 
bility ‘of the coal dust as a whole.’’ The resin is present chiefly in thin 
layers, very brittle and quickly reduced to dust, and is exposed on very 
many face clats, and the very fine settled dust on ribs, roof, and timbers 
(the most dangerous kind of dust in a mine) has a high resin content in 
many Utah mines. Recently, I took some settled coal dust upon a 
rock-dusted rib, in a Utah mine, with resinous coal. An analysis showed 
70 per cent. ash, yet when the dry dust was sifted over a lighted match, 
it flamed, thus indicating the high degree of inflammability of Utah coal 
dust, plus resin, even when 70 per cent. of rock dust was present. Mr. 
Rice will admit that if finely divided black powder were distributed over 
coal surfaces, there would be appreciable effect upon explosibility even 
if only relatively small amounts of black powder were used. The fine 
dry friable resin in Utah’s coal seams is but a little less inflammable 
than black powder. The recent Bureau of Mines’ tests of Utah coals, 
to which Mr. Rice refers, ignore this matter of resin, hence get low 
explosibility results; but unfortunately Utah coal mines in actual opera- 
tion are unable to ignore or to eliminate the resin, and if they are to avoid 
disaster, they must take measures toward checking its menacing influence. 
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As to Mr. Rice’s skepticism that an extremely fine dust with 65 per 

cent. inert matter, settled upon timbers, would ignite, to start the Daw- 

son explosion, after having been subjected to the intense heat of an elec- 

_tric arc, it has been recently demonstrated that a Utah rib dust, with 
70 per cent. inert matter, ignited when sifted over the flame of ordinary 
lighted match. é 

Mr. Rice says that the necessary percentage of rock dust depends 
“on the care in preventing the making of coal dust,’’ yet throughout his 
discussion of this paper he seems to take a definite aod against the use 
of water to prevent formation of dust. In my opinion, this is exactly 
where the rock-dust enthusiasts fall down, as rock-dusting does not, in 
any manner, aid in prevention of dust formation, or its dissemination— 
in fact, rock-dusting intensifies mine dustiness. 

Mr. Rice is in error when he states that the paper in question “seems 
to indicate that the usefulness of rock-dusting is limited to the outer 
part of an intake haulage road, where freezing of water may occur in 
cold weather, for use in barriers and in assisting in the process of wetting 
coal dust.” The first part of the conclusions in the paper states defi- 
nitely that “both sprinkling and rock-dusting should be done in every 
coal mine—the sprinkling largely at or around the face; the rock-dusting 
at the entries (particularly those on intake air).”’ 

In fact, the above sentiment is found throughout the paper and the 
thought .throughout is that face sprinkling will be almost indispen- 
sable if rock-dusting of other parts of the mine is to be successful. I 
am confident that Mr. Rice himself is in favor of the use of water at and 
around the face; in any event, he is on record in some of his publications 
to that effect. 

Mr. Rice’s written discussion of the paper in question reaches me 
when I am sadly pressed for time, hence it is not feasible to answer all 
of his arguments. I agree that his ideas and mine are in the aggregate 
essentially similar, but with the difference that Mr. Rice seems, in this 
discussion, to wish to burn his bridges behind him, in so far as refers to 
his past advocacy of use of water, while my attitude is that watering 
methods should be used where experience and common sense teaches that 
rock-dusting as well as general mine safety and health will be aided. 
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Safeguarding Coal-mining Operations against Danger from 
Oil and Gas Wells 


By A. W. Hessz,* NemMacotin, Pa. 


(New York Meeting, February, 1925) 


TWELVE years ago, some coal-mine operators, mining engineers, oil 
and gas operators, Bureau of Mines engineers, geologists and state mine 
inspectors met in Pittsburgh, Pa. to discuss and solve if possible, the 
problems in connection with the drilling of oil and gas wells through or 
near coal mines and through the future coal reserves. Regulations were 
drafted and presented by O. P. Hood and A. G. Heggem of the Bureau 
of Mines. There was considerable discussion of the various articles, 
practically all of which appear in Bulletin 65, but the interest aroused at 
that meeting was short lived. Practically none of the important coal- 
producing states gave the matter the consideration it should have 
received. 

Notwithstanding the marked progress in safety work, coal mines still 
have an unenviable reputation formine explosions. Our mining laws have 
become stricter and the enforcement, especially in Pennsylvania, more 
rigid, but what good will come from a rigid enforcement of the mining 
laws if some source of danger exists all around the mines, over Which the 
operators have no control? It is hardly necessary to recite all the cases 
of natural-gas explosions published in Bulletin 65, but with some of them 
I am especially familiar. In 1912, while visiting the Miners’ Hospital, 
at Fairmont, W. Va., my attention was called to a patient swathed in 
in bandages so that no part of his face and hands were visible. He had 
not been told that his two sons, mere boys, had died of the burns they 
had received in the same accident—explosion due to natural gas leaking 
into a country mine at Peora, Harrison Co., W. Va. 


* Chief Mining Engineer, The Buckeye Coal Co. 


1G. 8. Rice, O. P. Hood et al. Oil and Gas Wells through Workable Coal Beds, 
Bur. of Mines Bull. 65. 
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Fig. 1.—PRoJECTED PLAN OF MINE WORKINGS WITH GAS WELLS SURROUNDED BY PILLARS OF COAL, 
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The explosion that wrecked mines 47 and 49 of the Consolidation Coal — 
Co., at Middleton and Enterprise, W. Va., respectively, was due to gas © 
Poni a, well that was considered properly comented: that is, the 814-in. 
(No. 1) casing was run in to a point 82 ft. below the Pittsburgh coal and — 
the space between the casing and the walls of the 13-in. hole was sup- 
posedly filled with a cement mortar (1 part cement to 2 parts sand) to a 
point about 20 ft. above the coal. The mixture was poured in around the 
pipe at the top of the hole; whether or not it reached the bottom is 
a question. The escaping gas evidently came from the bottom of the 
814-in. casing, as this casing was capped at the top to catch all the gas 
from the interior casing and tubing. Whether the gas followed the walls 
of the hole part way up and then spread, or spread out at the bottom and 
seeped up through the 82 ft. of rock strata, is mere conjecture; it did 
spread somewhere before it reached the coal bed, and the mine air was 
soon charged with natural gas coming from the floor of the mine at various 
places in the neighborhood of the well. That the explosion was not more 
disastrous was due entirely to the Consolidation Coal Company’s policy 
of keeping all coal dust watered down in all its mines. 

The explosion at Reynoldsville, W. Va., near Clarksburg, was caused, 
presumably, by a closed line forcing the gas down through the bottom of 
the outside casing, thence to the face of the single mine-entry working 
1500 ft. distant. After the explosion, a 2-in. hole was drilled into the 
face of the entry at one point where the gas was escaping and a 1-in. 
pipe was inserted. The pressure of the flowing gas through this pipe 
showed 0.2 in. water gage, indicative of a flow of 17,560 cu. ft. per 24 hr., 
or 12.2 cu. ft. per minute. As the low explosive limit of methane (CH,4) 
is 5.5 per cent. and of ethane (C2H¢) 4.98 per cent,? about 200 cu. ft. of air 
was necessary, with a spark or light present, to set off a minute’s flow of 
this particular leak. This alone was sufficient to create a tremendous 
disturbance and, in a single entry with no provision for taking a flow of 
air to and away from the face, the standing air was highly charged coin- 
cident with the miner’s shot. In both gaseous and non-gaseous mines, 
thousands of entries have standing air in them after they pass the cross- 
cut through which the air traverses to the parallel entry, and any unex- 
pected flow of gas quickly changes this standing air until it is like so 
much powder in a cannon. 

In the Cafion City district of Colorado, mines have struck oil which 
has continued to flow for several months. Among these are the Rockvale 
and Coal Creek mines of the Colorado Fuel & Iron Co., adjacent to 
what is known as the Fremont oil field. One flow of oil, struck in the 
Coal Creek mine, in 1922, produced 25 bbl. per week, and was the cause of 


2G. A. Burrell: Notes on Mine Gas Problems. Proc. West Virginia Coal Min. 
Inst. (1912) 294. 
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a disastrous mine fire. This flow of oil from a well would hardly be 
classed as a bonanza by an oil operator, but in a coal mine it is a 
_ terrible menace. 


CORRELATION OF CoaL witH Orn AND Gas 


A coincidence exists between volatile rate tn coal and oil and gas 
-accumulation;* coals of over 40 per cent. volatile matter have been 
correlated with the principal fields of oil and gas of the world. It is 
natural to expect that the higher volatile coals will be worked in the 
future, as the coals of higher fixed-carbon content become exhausted; 
therefore, we are just approaching this additional hazard in coal mining. 
_ Just how many wells have been drilled in these fields is uncertain, as a 
great many have never been surveyed and charted. Whether or not those 
still in service are properly cased and packed cannot be proved and those 
plugged may or may not have been plugged according to the laws govern- 
ing that work. In the western part of Greene County, Pa., the coal is 
really just coming into prominence and in certain sections of that field, 
the drilling has been very active for a number of years. The same 
conditions apply in the Cameron, Littleton and other districts of West 
Virginia, where the coal has been given little attention until recently. 
In the eastern part of Greene County, Pa., two wells were drilled whose 
locations are not known exactly, even by the drilling company. 

Once the strata are punctured and the gas or oil tapped, as long as 
there are casings in the hole, the well is a menace to the workings in that 
vicinity and to the lives of the men laboring underground. In the cases 
of gas leakage cited in this paper, the gas came from a capped well or 
from a well with the valves closed. 

In 1911, the New Staunton Coal Co. sank a well near its top works, 
at Staunton, IIl., to ascertain whether or not there was a coal seam under 
the seam being worked, which was 280 ft. under the surface. When 
the hole reached a depth of 533 ft., a gas pocket of considerable volume 
was encountered, which burned for six weeks and gained widespread 
‘publicity. As a precautionary measure, the coal company left the 
casing in place and, in addition, walled up the pillar through which 
the well passed. 

In 1916, a mining engineer connected with the Vinn Oil & Gas Co. 
asked the coal company for permission to drill for oil and gas through 
some coal rights purchased from a family named Schuette. At that time, 
the mine workings were well within the Schuette tract and the coal 
company refused to grant a location there or elsewhere. The oil and gas 


3 Dividing the State of Pennsylvania into Areas Having Coal of Equal Volatile 
Content. Coal Age (Sept. 18, 1924). 
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company served notice on the coal company that it intended to enter and — 
drill the Schuette tract, whereupon the coal company filed an injunction 
against the oil and gas company in the Circuit Court of Madison County, 
October Term, 1916. The Court ruled that the oil and gas company 
could not drill through the Schuette tract because the workings had 
reached that point, but gave it the right to drill through coal owned by 
the coal company beyond the workings. The coal company was forced 
to indicate a location and the well was drilled. The territory proved dry 
and the matter was dropped, but two years later, the same engineer, 
representing the Johnson Oil & Gas Co., asked the New Staunton Coal 
Co. for a location comparatively close to the main and ventilating shafts, 
because the gas pocket was tapped near that point in 1911. The coal 
company refused to give a location at any point in its coal field, and 
nothing further developed. 

Court proceedings are not desirable methods for establishing the 
status of the two industries, but with coal mines spreading into gas 
and oil fields not heretofore exploited, with the accompanying danger of 
striking wells and gas or oil feeders from the leakage of worn-out packers 
and casings or abandoned holes, there must necessarily follow a common 
understanding as to the protection of both interests. 


POLICIES OF THE Past 


In 1908, Dr. I. C. White, state geologist of West Virginia, before 
the American Mining Congress, called attention to the situation as “an 
ever-impending peril to deep mining over oil and gas areas, and to 
unknown waste of coal and precious lives that may possibly result there- 
from.”’ The Consolidation Coal Co. in West Virginia was not long in 
recognizing this possibility and that same year began to take an active 
interest in the drilling of wells through its coal in the Fairmont field. 
The oil and gas companies were asked to make provision in their drilling 
operations to prevent the possible escape of oil or gas from the casings 
into the coal or mines. 

As a result of these requests, one company drilled a 15-in. hole to a 
depth of about 30 ft. below the bottom of the coal, ran in a 10-in. casing, 
then poured grout, made up of one part cement and two parts sand, 
around the casing from the bottom up to a point about 30 ft. above the 
top of the coal. The grout was poured through a 2-in. pipe, which was 
run from the top to the bottom of the hole on the outside of the casing; 
as the hole filled up, the pipe was raised a joint at a time. This method 
assured the placing of the grout on the bottom, at least. 

Another company drilled a 13-in. hole to the depth mentioned and 
used either a 10 or 814-in. casing, but adopted another method of placing 
the grout. Before the last joint of the casing was put on, the entire 
mixture of grout was poured into the hole, thus filling the entire area 
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of the 13-in. hole. Then the casing was dropped onto the bottom and 
the grout on the interior of the casing was bailed out and poured in around 
it at the top. Other companies poured the grout around the casing 


"at the top. 


Some companies could not see the value of any of these plans and 
cemented their wells only after considerable pressure was brought to 
bear on them; but in practically every case the cementing was done as 
soon as the hole reached the depths mentioned. . This practice, I am 
told, is still being carried out in the Fairmont field. In Greene County, 


_Pa., the first and third plans are used in cementing the first casing; but 


companies want to postpone (and in a number of cases have postponed) 
the cementing until they find out how much the wells are worth. By the 


_ time a well is proved, the probability is that the hole has caved or bridged 


so that there is little likelihood of the grout ever reaching the bottom of 
the hole; as evidence of this, in some instances, the grout ran out over the 
top long before the required number of batches were run in. 


PLUGGING AND ABANDONING WELLS 


The plugging and abandoning of wells have been covered in nearly 
every state by law, and the oil and gas companies have thus been held to 
some semblance of protecting the coal operator; but some of these laws 
need revision. For instance, Section I of the Pennsylvania General 
Assembly, Act of 1921. “. . . In abandoning any well which has been 
drilled through marketable coal, after the inside casing has been drawn, 
there shall be placed a two (2) inch vent pipe extending from a point 
thirty (30) feet below the coal bed for a distance of eighty (80) feet in 
height; said pipe to be encased in cement, after which the outside casing 
may be removed.” With a pipe extending only, say, 44 ft. above the 
coal seam, and a cover of 600 or 700 ft. of rock and soil sediment, an 
accumulation of gas could easily gain access to the coal seam. Section 
II of this same Act states ‘‘Whenever the production of any gas well is 
not sufficient, in the estimation of the owner, to justify leaving the casing 
or casings in the well, the well may be utilized through tubing placed on 
a packer, and, after cement and sand has been poured on the packer to a 
depth of not less than ten (10) feet, the casing or casings may be pulled 
and the hole outside of the tubing filled with sand, cement, rock, sediment, 
clay or other material, to a point at least thirty (30) feet above the 
highest producing sand, so as to completely shut off all the water* from 
the various sands, after which the casing may be drawn. Upon the 
abandonment of such gas well, if the plug or bridge shall be placed in the 
tubing at a point near the depth at which the packer was set, and cement 


* Editor’s italics. 
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and sand poured in on said plug or bridge to a depth of not less than 
thirty (30) feet, it shall be held a compliance with the provisions of this act 
relating to plugging and abandoning of wells.” Without any intention 
of reflecting upon the sincerity of the oil and gas operators in their 
plugging operations, it may be considered doubtful if many will use 
sand or cement when “clay or other material” is permissible. Also, 
what well is abandoned until the production of gas is insufficient to 
justify leaving the casings in the well? It leaves the matter entirely 
to the judgment of the owner and it is not a matter of plugging the © 
well to prevent the escape of gas, but to shut off the water from the ~ 
various sands. It is the poorest law ever passed for the protection of 
coal operations and the safety of human life; especially poor compared 
with the intelligent draft of proposed regulations submitted by the 
Bureau of Mines at the Pittsburgh meeting in 1913. 


ACTION IN VARIOUS STATES 


The State of Ohio has gone into drilling, mapping and plugging of 
wells quite carefully.4 Illinois also has given the matter of oil and gas 
wells some consideration for the protection of the coal interests. Indiana 
has some good regulations affecting oil and gas development, and the 
plugging of wells; but none directly governing the relationship of the coal 
and the oil and gas industries. However, ‘‘The (Indiana) commission 
may make rules and regulations authorized by this act and such others 
as may be necessary in their judgment to carry out its provisions, and 
such rules and regulations, when approved by the governor, and promul- 
gated as hereinafter provided, shall have the force and effect oflaw. .. .” 
Tennessee has not yet had a conflict of these interests, although Fentress 
County is now producing both coal and oil and oil pools are sometimes 
discovered in unexpected places. No legislation has been passed and 
none is likely to be until the wells begin to penetrate the seams under 
development. The Railroad Commission of Texas governs the drilling, 
casing, ete. of gas and oil wells in that state, and H. E. Bell, chief super- 
visor of the Oil and Gas Division, writes, ‘‘Inasmuch as we have had no 
gas or oil development around or near the coal fields of the state, this 
question has never presented itself to us for solution.” West Virginia 
has a regulation covering the plugging of oil and gas wells; but when that 
is said, all is said. Colorado in its laws relating to the Inspection of Oils 
and Paints, Sec. 30, provides for the plugging of abandoned wells by 
requiring wood plugs to be placed below and above the water-bearing forma- 
tions; Sec. 32 allows the drilling of wells as near as 15 ft. from the mine haul- 
age or airway; Sec. 33 provides for preventing surface water from entering 
the mine by means of the casing; Sec. 34 requires that when oil or gas is 


* Bull. Indust. Com. of Ohio, 4, No. 7. 
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found and the well passes through the coal seam or mine workings, they 
shall be sufficiently protected by casing so that the gas or oil shall not 
_ come in contact with the coal seams or enter the excavation of worked 
out seams. The state coal mine inspector is notified after a well drills 
through a coal seam or penetrates somebody’s coal mine, by the state oil 
inspector, who first gets the information from the owner of the well. 


Co6PERATION BETWEEN OPERATORS 


Wherever oil and gas wells have been drilled through seams of coal 
under development, the coal operator has tried to protect his mine and 
employees by seeking the codperation of the oil and gas operator and by 
_ leaving a certain quantity of his coal in the ground, around each well. In 
the Fairmont field, the Consolidation Coal Co. lays off a block of coal 100 
ft. square up to a 200-ft. cover. With an increase of cover, the block is 
increased on a ratio of one-half to one, until the cover reaches 400 ft., at 
which point the block is 200 ft. square. For covering greater than 400 ft., 
the size of the block of coal is the same. Frank Haas says that mining 
has been completed around several wells in the Fairmont field, each 
protected by the full-size pillar, with apparently no damage to any 
well; at least, no leakage of gas has been discovered. The New England 
Fuel & Transportation Co., in the Fairmont field, deviates somewhat 
from this practice by leaving a circle with a radius of 100 ft. around the 
well. The coal mine of the Four States Coal Co., Four States, W. Va., 
is protected by the methods already stated, during drilling operations, 
and when the coal is mined around a well a block of coal 100 ft. square is 
provided for its protection. When a well is plugged, the coal company 
is usually notified and an inspector is sent to witness the plugging. 
Mr. Beeson, of the Four States Company, believes that in a developing 
field similar to the one in which his company is operating larger blocks of 
coal around gas or oil wells are advisable. The practice in the Pittsburgh 
field is to leave a block of coal only 40 ft. square around a well; also this 
practice seems to prevail elsewhere, although originally the amount left 
was usually at least 100 ft. square. This seems to be courting danger, 
in view of the fact that 100-ft. barriers between main entries and pillar 
robbing have been known to spall off under a 500-ft. cover and cause 
bottom heaving in the entries. Data gathered by the Committee on 
Ground Movement and Subsidence bear me out in the opinion that 
under heavy cover with the coal taken from all four sides of a 40-ft. block 
around a well, there is considerable danger of strata movement over this 
area, with the probability of breaking the casing, or breaking the hole, 
if there is anything left in the hole. 
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EssentrIAL Pormnts TO CONSIDER 


Too much has been left to the courts of equity for settlement and it — 
appears that unless some rules are formulated, for the guidance of both 


parties, some serious accidents will occur to mar the efforts that are now — 


being put forth for the welfare of our miners. 

Before plugging any well from which oil or gas has been taken in any 
quantity, the rock pressure should be ascertained, and this should deter- 
mine the method to be followed in sealing off the possible escape of gas. 
The well that caused the Middleton-Enterprise explosion had at least 
850 Ib. rock pressure, and forced the gas up through 82 ft. of rock or by 
the 82 ft. of cemented casing. It is hardly possible that with an accumu- 
lated pressure of several hundred pounds, a wood plug followed by 30 ft. 
of cement mortar with loose rock piled on top would be sufficient to 
contain the gas. The old wells do not have even 30 ft. of cement in 
them and the results are showing on the surface. There is one not far 
from Nemacolin, Pa., there was one not far from Barrackville, W. Va., 
and as a boy I frequently visited one in the outskirts of Wheeling, W. Va. 
No doubt there are a great many more. 

The cementing of the No. 1, or outside, casing where it passes through 
the coal has been done, in a great many cases, in a haphazard manner. 
Some companies in the Greene County field of Pennsylvania have refused 
to cement in the No. 1 casing until the drilling was finished which, in 
nearly every case, meant that the cement never reached the bottom of the 
hole, because caves had occurred between the time the first casing was 
put in and the finish of the drilling. J. W. Devison, of the New England 
Fuel & Transportation Co., says: ‘In the recent past we have had some 
trouble with certain oil and gas companies refusing to comply with the 
custom of this field.’ He referred to the Fairmont field. Certainly 
coal operators do not wish to deprive the drilling companies of the 
enjoyment of their resources underneath the coal beds; but some oil and 
gas producers ignore the reciprocal duties imposed by nature and recognized 
by the courts. Why were coal-mining laws necessary? Because explo- 
sions and accidents made it apparent that things were not being done in 
the safest manner. We have had explosions and fires due to oil and gas 
wells. Must we wait until they occur more frequently or on a larger 
scale? With properly worded laws and the same standard of inspection 
as prevails in Pennsylvania coal mines, we will have taken at least 
a step in the right direction for safeguarding human life. The companies 
that are following the right lines, and there are several, need have no 
fear of such regulation. Their codperation is appreciated, where it has 
been voluntary in their locations and drilling, and it will be appreciated 
in any proposed legislation. Judge Burton’s opinion, handed down in 
Macoupin County, Il., in injunction suit against drilling companies, was: 
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_ “Where there is reasonable ground to expect or believe that the drilling 
for oil or gas through a coal seam or mine may materially increase 
_ the hazard or the danger to the persons or lives of those engaged in the 
active operations of the mine beneath the surface, the enjoyment of the 
right of the production of oil or gas may be surrendered partially or 
postponed as circumstances may require. The (fllinois) General Assem- 
bly has enacted laws dealing with some of the questions. Much more is 
needed to be done. Especially is this true as to terms and requirements 
for the drilling of wells for oil and gas through the working and abandoned 
parts of coal mines.” 

| The American Institute of Mining and Metallurgical Engineers can 
_do much toward helping to decide, after a careful investigation, how oil 
and gas wells should be drilled, protected and plugged, and what redress 
the coal operator shall have for the quantity of coal rendered worthless 
by such drilling. With this information available, any body of legislators 
can furnish the remedy for the inadequate protection which now exists, 
by efficient laws and regulations. 


DISCUSSION 


A. W. Hesse.—The well under investigation, No. 101, Fig. 2, was 
started about Sept. 5, 1921, and drilled-in in November. The first hole 
was started with a 13-in. bit and reached the Pittsburgh coal at a depth of 
- 563 ft.; at 602 ft. the 10-in. casing was run in and the well was continued 
with a 10-in. bit and 1400 ft. of 8-in. casing was put in. It was then 
continued to a depth of 1770 ft. and 6-in. casing put in; then continued 
to a depth of 2555 ft. where the gas was struck. As the well produced 
only about 100,000 cu. ft. per day, 2-in. tubing was used to conduct the 
gas to the surface and connected into the pipeline. On June 7 and 8, 
1922, the 8-in. casing was pulled and an attempt was made to cement 
the 10-in. casing where it passed through the Pittsburgh coal. Thirteen 
batches of grout, consisting of one sack cement and two sacks sand, were 
poured in the hole around the 10-in. casing at the top of the hole. The 
reason given for not cementing the well earlier was that the roads were 
almost impassable at the time the well was drilled-in. The gas from this 
well was used until late in the fall of 1922, when it was plugged without 
our knowledge. In March, 1924, as our mine work approached the 
point at which we had to decide whether to take out all the coal, or leave 
a protecting block of coal around the well, we discussed the matter with the 
owners and learned that the well had been plugged and succeeded in 
obtaining an affidavit to that effect on May 22. This affidavit showed 
that the well was bridged at 2550 ft. and filled with rock and sand pump- 
ings to 2382 ft. At this point a wooden plug was driven, on top of which 
rock and sand pumpings were filled to a depth of 2330 ft.; then the well 
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was bridged at 1960 ft. depth and filled with rock and sand pumpings to 
1825 ft., at which point a lead plug was driven and the well filled with rock 
and sand pumpings to a depth of 1780 ft. All the casing had been pulled 
with the exception of the 10-in. of which 400 ft. had to be left in the hole. 

Not being satisfied with the manner in which this well had been 
handled, we approached it with our mine workings as illustrated in Fig. 
3. When the location of the first hole was reached, a line was set by 
transit and, on Nov. 30, 1924, the first hole was drilled to a depth of 17 
ft.; a second, 12 in. to the right and parallel to the first to a depth of 10 
ft.; a third 24 in. to the right of No. 1 and parallel thereto for a depth of 
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Fig. 2.—SKETCH SHOWING GENERAL LOCATION OF GAS WELL No. 101. 


8 ft.; a fourth 36 in. to the right of No. 1 hole, but turned slightly to the 
right of the parallel line No. 1—all missed the well. A fifth hole was then 
drilled 15 in. to the left of No. 1, 10 ft. deep and parallel to the rib of the 
room and three more holes likewise drilled across the face of the room, to 
make sure that the well would not be struck by a coal-cutting machine 
when the next cut was taken out. After the next cut was taken across 
the face, a 3-ft. cut was taken out on the line of the cross-cut to the right. 
After drilling several holes into this cross-cut, one struck the casing about 
13 ft. from the center line of the room. Quite a flow of water gushed 
forth under sufficient pressure to throw the 10-ft. augur across the room 
and the odor of gas and oil was so strong that it partly overcame a fireboss 
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standing in one corner at the face of the room. The fact that this water 
was released showed that the grout had not sealed off the 10-in. casing 
where it penetrated the coal seam, and no doubt never reached the bottom 
| of the casing. After flowing considerable water, the hole was plugged 
_ and allowed to remain until the next day, when the augur was again poked 
into the hole, bringing forth another flow of water. On Dec. 5, the water 
was again released and apparently the hole drained out, or bridged above 
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Fic. 3.—METHOD OF APPROACHING GAS WELL NO. 101. 


so that it was possible to leave out the plug. It was then decided, in 
order to avoid any possible flow of surface water, or water from some 
upper strata drowning us out, to drill two more holes and grout around the 
10-in. casing as far down and as far up as possible, without puncturing 
the casing. Preparations were immediately made and on Dee. 10, holes 
and pipe were placed approximately as shown in Fig. 4. The grout 
machine was attached to the center hole B and five batches of grout (each 
batch consisting of 1 sack cement and 1 sack sand) were forced in around 
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the casing; when the fifth batch was forced in, the grout vented out of the 
bottom hole A. The bottom hole A was then closed and the sixth batch 
forced clear water out of the top hole C. When the eighth batch was 
poured in, grout came from the top hole C, which was then plugged and 
the grouting was continued. After twenty-nine batches were forced in, 
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Fig. 4.—SEcTION OF GAS WELL NO. 101, SHOWING METHOD OF GROUTING AROUND 
ABANDONED CASING. 


the center hole B became plugged. The hose from the grout machine was 
then taken off, but no grout could be located in the center hole B back 
to the casing. The top hole C was then opened and likewise showed no 
grout in the pipe. The grout machine was then attached to the top hole 
C, and the center hole B was allowed to remain open. The first batch 
went through the top hole C with difficulty and the middle hole B vented 
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slightly. The next three batches went in without any venting at the 
middle hole B, but the fourth batch went in with some difficulty, while 
_ hole B vented some air. Some of the fifth batch had to be bypassed but 
_ the grout machine finally emptied itself through the hole. The top 
hole C would not take the sixth batch so it had to be wasted. The 
grout machine hose was again connected to the middle hole B and a 
batch sent through; air vented in a drill hole about 4 in. to the right of 
hole B. On the next batch, hole B was plugged with only a portion of the 
batch. Just before this batch was poured, the drill hole 4 in. to the right 
was plugged with wood, but the air that went in with the grout vented 
alongside of the pipe in hole B. 

On Dec. 15, the coal was dug away from one side of the casing, exposing 
the grout that had been previously poured in, also that which was poured 
in on Dec. 10. At some places, the grout was only 14 in. thick and little 
or none of the grout poured in by the owners of the well reached the 
bottom; the fact that we could force so much grout around the casing 
from the mine interior was conclusive evidence of this, because, from 
rough figuring, one batch of grout should fill about 1.42 cu. ft., or 4.18 
ft. of vertical distance around the pipe. Five batches brought the grout 
up to the vent pipe or a distance of 21 ft. It is probable that 
the remainder of the distance of 31 ft. from the vent pipe to the bottom of 
the casing was caved. It then required about thirty-one more batches, 
before the head of grout became too great for the air pressure (about 90 
lb.) used in the grout machine. 

After the casing was exposed, a 549-in. hole was drilled through it and 
water spurted about 25 ft. from the casing, indicating, from a calculation 
of the trajectory, a head of 136 ft. The hole was again opened on Dec. 
16, and the pipe allowed to drain about 24 hr., when a 14-in. hole was 
drilled in the casing, because the smaller hole plugged up; 45 min. later 
the casing was unwatered to that depth. The mine fan was exhausting, 
but instead of the air entering into the mine from the casing, as was 
expected, it traveled in the opposite direction. A few hours after the 
water had run out, the water gage on the 14-in. hole showed 0.07 in. on 
the reversed air. Evidently the well had bridged above and a vacuum 
formed when the water ran out; for the next day the air showed no move- 
ment through the 14-in. hole either way. 

As the plugging record showed that the well had been filled to a depth 
of 1780 ft., or 1209 ft. below the coal, we desired to know the present situa- 
tion, so a lead sinker, attached to a twine, was dropped through the 4-in. 
hole into the casing; the distance to the bottom was 92 ft., showing that 
the hole had caved full to that depth or had caved and bridged at 
this level. 
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A. Hurtpurt,* Pittsburgh, Pa. (written discussion).—Running to 
the legislature to cure evils is an unsatisfactory method. There are now — 
enough laws on the statute books of Pennsylvania. Codperation between 
the coal companies and the large gas and oil producers is the only remedy 
that will satisfactorily take care of this situation. The paper gives little 
weight to the rights and necessities of the gas and oil operators. Where 
the latter companies have rights prior to the rights of the coal companies, 
it would seem only right that the coal companies should stand some of the 
expenses connected with protecting their mines; and unless a coéperative 
agreement can be worked out, there will be continued opposition by these 
companies. The gas and oil people are as anxious to protect life and 
property as are the coal people, but neither of us can escape our share of 
the responsibility. 

The cause of much of the trouble is from wells long since abandoned, 
and by codperating with the larger gas and oil companies, the coal 
companies can find the location of most of them, whether they belong 
to the large companies or not. Fig. 1 shows a condition rarely found. 
While I do not know exactly to what it refers, it undoubtedly was in an 
oilfield, and certainly in Pennsylvania and West Virginia the average 
run of holes drilled by gas and oil companies are very much further apart 
than are here shown. 


A. W. Hesse.—The Philadelphia company was as largely responsible 
for the holes shown in Fig. 1 as any company drilling in that field. While 
I am not the author of this figure, I know its origin, having been connected 
with the Consolidation Coal Co. at the time this field was drilled. The 
holes are as close as shown, and the figure is an actual reproduction; the 
holes are principally oil wells. The holes were located so rapidly that we 
had to stake out the entries on the ground in order to prevent the various 
companies from drilling down through the projected entries and cutting 
them out worse than shown here. 


T. G. Fear, Harmarville, Pa.—We have one property near Pittsburgh, 
2100 acres of coal, through which 91 oil and gas wells pass at present and 
there may be more later. Having located all the headings in the mines 
for the next 50 years’ operation, we have been able to have the gas and oil 
companies come to us for locations. The larger gas companies, the 
People’s Gas and the Philadelphia company are very good about getting 
these locations and sticking to them. One individual oil operator asked 
for a location and after it was given him he relocated the hole himself, 
We put the location on the map, and if our engineer had not gone back 
to recheck we would probably have cut into that well with disas- 
trous results. 


* Vice-president, Equitable Gas Co. 
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A bill was to have been presented to the Pennsylvania Legislature 
that would force the smaller companies to do right and when abandoning 
_a well to leave it properly protected. 

__ We wanted to use an abandoned well, which was close to a creek, to 
carry water into the mine for sprinkling purposes. The well was located 

in the mine and cut into, and we found absolutely no grout. A quantity of 

_ water came down the outside of the casing. There was one well on the 
property that was not located definitely due to lack of data in the oil and 
gas company’s office and the location was ntade approximately by infor- 
mation secured from the farmers. When the headings in the mine were 
driven near this well all precautions possible were taken but a considerable 
flow of water was encountered for four days from a crevice in the floor 

about 100 ft. from where the well was supposed to be. After the water 
drained off, there was a flow of gas for 24 hr. and that section of the mine 
had to be shut off from the other workings. The oil and gas wells consti- 
tute a very great danger and should be looked into more carefully in 
the future. 


Groree H. Asuiey, Harrisburg, Pa.—I understand that the bill 
mentioned has been withdrawn and that the oil men are proposing a new 
bill. The oil men claim that if the first bill were passed by the Legisla- 
ture they would be out of business. They show that in Greene County, 
for instance, if they were to sink their wells in accordance with the bill, 
they would have to start with a 34-in. hole; as there was not oil enough 
there to justify that, they would have to pull out of the areas containing 
the deeper coals, as in Greene and Washington counties. 

There are problems for both the oil and the coal men. The danger to 
the coal miners is so obvious as to need no discussion. The difficulties 
of the oil operators, however, are not so obvious. The grouting of these 
wells is not a simple, nor always a successful, operation. In a number of 
cases it has been found that the grouting was very insufficient. The 
People’s Company had trouble laying grout at a great depth. When it 
tried to run the grout down a pipe, the sand and cement separated and 
the test showed a nice body of sand with cement higher up. It was 
necessary to lower the grout in a bucket and tip this over. It is very 
difficult to do that around a casing in a 13-in. well with a 10-in. casing; a 
bucket cannot be passed between them. 

One of the suggestions of the gas men is that they buy a certain body 
of coal around each workable coal bed. But the amount of coal that 
would be lost in the closely drilled fields would be very large, so the 
problem is one to which we can give a good deal of thought. 


Gzorce S. Ricz, Washington, D. C.—Attention has been called to the 
number of wells through one mine shown in Fig. 1. At the Monongah 
Mines, there was but one well involved. The gas, however, traveled a 
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long way in an under stratum and burst through the floor of the mine 
along a line of weakness. Thus distance between a well and the open face 


of the surrounding pillar does not tell the whole story. My opinion, — 


founded on the discussion at the Pittsburgh conference of 1913, is that a 
live well must have a surrounding casing vented to the surface, and an 
abandoned well should be completely filled from top to bottom with clay. 

It is not wise, however, to have hasty legislation. Laws are difficult to 
frame, but as a result of that conference we thought we had the matter in 
such condition that committees for codperation between the coal 
operators, geologists, and gas and oil men would follow up and determine 
the best way of handling the problem, Unfortunately, the matter was 
dropped, except for limited legislation in a few western states and some 
private agreements. At present, I do not believe that the coal operators, 
as a whole, know just what is the best thing to do or ask to have done 
by the oil and gas companies, to protect mines. 

As indicated in the paper, we have the problems of the size of pillars to 
be left around a well. If the pillars are too small, the casing may be 
ruptured higher up in the strata overlying the coal mines where pillars 
are extracted. I am not presenting any new suggestions as to how the 
problem should be solved, but there should be some agreement among the 
operators as to what is the right procedure from their point of view 
before they take up the matter with the oil and gas men. The question 
of loss of coal reserves is serious, where the wells are close together. Is it 
feasible to extract all the coal, leaving no pillars, if back filling is done 
- and the well casings and tubes arranged with slip joints, as I suggested in 
1918, provided special safeguards and ventilation are used? 


W. E. Fout, Pittsburgh, Pa.—All mines penetrated by oil or gas wells 
are potentially gaseous mines and should be worked with closed lights, 
permissible explosives, permissible machinery, and all other precautions 
customary in such mines. For a number of years I have investigated all 
the mine accidents in Pennsylvania and West Virginia attributed to the 
presence of well drilling in the coal seam and have found none that would 
not have been avoided had the elementary precautions used in gaseous 
mines been observed. The same showing is found in all the published 
accounts of such accidents that have come to my attention. 

The proper size of protecting pillars for wells might advantageously 
be made a subject of consideration by our Committee on Ground Move- 
ment and Subsidence. The pillar sizes named in the paper are unneces- 
sarily large and I offer for consideration the pillar sizes suggested in 1910 by 
the late James Blick and myself. These range from 40 ft. square, with 
20 ft. of cover, to 100 ft. square with 150 ft. of cover; thereafter they are 
increased 10 ft. on a side for each additional 50 ft. of cover so that for a 
cover thickness of 700 ft. there is assigned a protecting pillar 175 ft. 
square. Regulations for plugging and protecting wells should be more 
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specific and should be a part of our state mining laws with our present 


state inspection forces charged with their enforcement. 


R. V. Norris, Wilkes-Barre, Pa.—The proper size of a pillar must 


depend on more then merely depth. Thickness and strength of bed are 


material factors. I have always failed to see why a pillar need be square. 


W. E. Fouu.—I omitted to say that the pillar sizes suggested were 
calculated for a seam 7 ft. thick and were not intended for all seams 
regardless of thickness. ; 


A. W. Hesse.—We are working in the Pittsburgh seam, which has 
butts and face cleavages. If you leave all coal within a radius of 100 ft. 
around a well, a great many difficulties will arise within that area. It is 


_much easier for the miners to cut at right angles than to leave circular 


pillars. 


S. A. Taytor, Pittsburgh, Pa.—Some states, notably Ohio, require 
that the exact location of every well be filed with the mining department. 
Sometimes the location is not very accurately made, but that is not nearly 
so difficult to do in Ohio as it is in Pennsylvania, as the section lines are 
all north and south and east and west and the locations are comparatively 
accurate. 


F. B. Touau, Washington, D. C.—Just as soon as we study this ques- 
tion on a large scale, we find that it is absolutely impossible to lay out a 
set of conditions applicable in all cases. We cannot solve this question 
by putting a few generalities in the law and then attempting to have the 
states enforce them and maintain officers to live up to those regulations. 
The only way to solve this problem is to develop some method whereby 
the wells are so drilled and the mines so operated that you can take out 
all the coal. Leaving a pillar does not guarantee that the gas will not 
penetrate a considerable distance through crevices in the coal and cause 
loss of life and disaster. 

A few years ago, it was suggested that all the coal around the well be 
taken out and a timber crib put in and filled with clay and then let the 
top come in. Does not that seem feasible? Just as soon as you get into 
deep mining, you cannot leaye enough coal to support the roof without 
making the mine impossible. 

It is necessary to look at this from two or three points that are quite 
different. A well, if it is unsuccessful, will be plugged and that territory 
abandoned; that problem is relatively easy. But suppose the well is 
profitable and is operated for 20 years? Then the operator must put a 
derrick over the hole and go to considerable expense to plug the hole. 

When a well is drilled through a mine that is operating, the conditions 
are quite different from that case where coal may not be taken out during 
the present generation. Again, if the well passes through abandoned 
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workings, there is an entirely different drilling proposition. The old 
workings may permit the gas to travel to the workings actually in use and | 
yet it may be impossible to send a gang of men to the point where the 
well strikes the mine. ‘Therefore, the oil operator is faced with a difficult 
problem. 

The abandonment of wells that have been operated for a considerable 
time comes in the same set of problems, whether they are in the 
abandoned workings of coal or in the present workings. If the oil man 
is merely asked to report the accurate location of his well, he will get off 
very easy. Surveying is reasonably inexpensive, so I do not think he 
would object to that at all. Unless the coal and oil and gas men get 
together and work together, you cannot hope to apply a fixed, inflexible 
rule in any branch of the mining game. 


Grorce H. Asuitey.—The deepest coal beds in Greene County will 
run around 2000 and 2300 ft. The difficulty is not with the big com- 
panies. There is perfect willingness on both sides, with big companies 
to get together and work the thing out. The difficulty is with the small 
mutual companies, groups of farmers, and any one else who takes a notion 
to put down a well. They are irresponsible and have no permanent 
organization that may be sued after the drilling is over, and that is when 
the trouble arises. There will be no objection from the big company oil 
men to filing of locations of wells with the county clerk and turning over 
the locations to coal companies; the trouble will be with the small operator 
who simply sinks one well and if it does not get oil, the company divides 
the cash on hand and disbands. 


C. W. Gisss, Pittsburgh, Pa.—The bill that was presented to the 
Pennsylvania Legislature was certainly drastic, as the coal operators 
realized. One provision required that wherever a well was to be drilled 
through a seam of coal which was being operated within 10 miles of the 
location, the well must be 30 in. in diameter. That bill was withdrawn 
temporarily so that the petroleum and coal men could get together. 
Pending a solution of the question, the larger gas and petroleum companies 
agreed to permit any coal operators to have access to their plans, on 
which they keep a record of their wells and all others drilling in adjacent 


territory. They locate and keep close check on all wells in so far 
as possible. 


Grorce 8. Ricr.—It seems, from the trend of the discussion, we agree 
that it is undesirable to have hard and fast legislation regarding just how 
to handle the technical features of protecting from wells, but there should 
be some standardization of method. The coal operators should try to 
decide what the mining conditions and requirements should be paying 
due attention to the question of saving all the coal that it is possible to 
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_ Save, and then confer with the oil and gas men to see if a common standard 
cannot be obtained. 


S. A. Tartor.—The plan of locating these wells and recording them 
with the state department is not to eliminate the burden on either side, 
but that those interested may know exactly where the wells are located. 
We have all noticed that in drawing pillars the ‘break comes up at an 
angle off the face. Adjoining the mine that Mr. Fear is operating, we 
have the greatest break I have seen. With a vein of coal 7 ft. thick, 
with a covering of 600 ft., a little over 100 ft. from where the face of the 
pillar is left, the surface is broken to a width of 7 or 8ft. Suppose that a 
well drilled through that pillar; no matter what you may have done the 
well would be broken. There is a question as to whether the leaving of 
pillars is the proper method after all. I doubt whether we have arrived 
at the proper solution of the problem and whether what everybody has 
been doing up to the present time is the right way to protect the wells and 
thereby the miners. 

Messrs. Fohl and Blick figured stresses on the different heights, which 
was scientific, but they did not take into consideration the possibility 
that the break might occur in such a way that the well might still be 
broken, and what the result would be if this did occur. That possibility 
is of great importance to the coal-mining industry and especially will it be 
in Washington and Greene Counties of Pennsylvania, and there are 
going to be very serious problems in this matter in these and other fields 
in mining the coal. 


S. W. Mnats,* Pittsburgh, Pa. (written discussion).—Fig. 1 shows 
wells surrounded by pillars of coal; to my knowledge the only condition 
of this kind to be found is near Shinnston, Harrison County, W. Va., 
where a prolific pool of oil was found and, as the oil and gas leases were 
held by various companies, an unusual amount of drilling was done. In 
the operation of all these oil wells, some of which produced as much as 
6000 bbl. per day, and all had more or less gas, no damage was done to 
coal operations from the producing of oil from these wells. As the 
author states, several explosions occurred near Enterprise and Reynolds- 
ville, Harrison County, W. Va., which were said to have been caused by 
natural gas escaping into the mines. This may be true. At that time 
the rock pressure of the gas in that section averaged about 900 lb. How- 
ever, this condition has entirely changed. The rock pressure will not 
average over 200 lb., and in many of the fields it is necessary to pump the 
gas to atmosphere to secure sufficient gas to justify operations. 

The condition is the same in Washington and Greene Counties, Pa., 
so that the day of greatest danger has passed. In sections of Greene 


* President, Carnegie Natural Gas Co. 
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County, Pa., and Wetzel County, W. Va., a large number of wells have 
been and are still being drilled to the Pittsburgh coal for the gas that is 
found in that measure. Wells in these sections have produced as much 
as 1,000,000 cu. ft. in 24 hr. with a rock pressure varying from 80 to 120 
lb. Paying gas has also been found in formations above the Pittsburgh 
coal. About three years ago, a core test was being drilled north of 
Waynesburg, Pa. The diamond drill penetrated a lime formation above 
the Pittsburgh coal and a flow of gas was found sufficient to raise the water 
out of the well to a height of 20 or 30 ft. above the surface; the pressure 
of gas continued to discharge the water for several weeks before the water 
finally drowned out the gas. I know of a number of locations where wells 
have been drilled and gas discovered in a formation above the Pittsburgh 
coal, some wells having produced as much as 500,000 cu. ft. of gas. 

In some respects I believe the gas operations have been a blessing to 
the coal operator. If this gas was left in the coal seams and not removed 
by the gas operators, mining conditions would be in greater danger than 
they have ever been by reason of the drilling operations through coal 
fields. Most of the diastrous explosions in the coal fields happened in 
severe cold weather when the ground is frozen so the gas from the coal 
seams cannot find its way to the surface through the strata or crevice of 
rock and, thus following the course of least resistance, penetrates the 
mine workings. 

We know that gas is escaping from the Pittsburgh coal in a number of 
places. I have witnessed it and people living in the section testify of 
this same condition existing as far back as any one can remember, years 
before the gas or oil operator was known in the locality. This condition 
is found in the heart of the Fairmont coal field near the No. 6 and8 mine, 
where a disastrous explosion occurred some years ago. Coal operators 
should never permit fans to be stopped for any cause, even over week ends, 
during severe cold weather. A great many disasters could have been 
prevented if fans had not been shut down or had been run a sufficient 
time to clear all of the mine workings of gas, before the men were 
permitted to enter, especially in the severe cold weather. 

Cementing casing through coal only needs the proper means and care 
to be done successfully. However, the coal operation would be as well 
protected if the oil or gas operator would leave two or three strings of 
casing in the well during its life, provided the space between the two 
outer strings of casing was protected and left open and free to permit gas 
to escape at all times. 

When a well is to be abandoned and the inner strings of pipe removed, 
a better protection to the well and the coal can be made if a string of not 
less than 2-in. pipe with a guide on the bottom is run to a proper depth 
below the coal; cementing through the 2-in. tubing from this depth 
up to the bottom of the outer casing, removing the casing, a joint at a 
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time, and continuing to cement up through and to at least 40 ft. above 
the coal. Then fill the space around the 2-in. tubing solid to the top of the 
hole, protecting the pipe at the top with the proper appliance. 

The size of the block of coal to be left around the well for its protection 


_ depends entirely on the lay and thickness of the strata above the coal. 


Who should settle for the block of coal left in to protect a well depends on 


_ the reservation in the conveyance or the priority of title. The best 


protection should be given to the men working the mine and I am sure 
the coal operators do not wish to place any unnecessary burden on the 
gas or oil operator. The larger oil and gas operators are ready and will- 
ing to work with the coal companies in doing the necessary thing to 


_ protect the coal operator. However, some unreasonable bills have been 
_ presented to the Legislature which, if enacted, would drive the small gas 


operator out of business. If the coal operators will present their problems 
to the gas associations in the various states, I am sure this question can 
be worked out satisfactorily to both parties. 
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Schedule Rating Coal Mines in Pennsylvania for 
Compensation Insurance Rates 


By Rusu N. Hoster,* HarrispurG, Pa. 


(New York Meeting, February, 1925) 


Tus paper was prepared for the purpose of answering some of the 
many questions as to why, in the construction of Pennsylvania’s Coal 
Mine Schedule Rating Plan, various factors were, or were not, taken 
into consideration. Much has been written about merit and schedule 
rating of industrial risks from an actuarial viewpoint, therefore this 
phase of the question is taken up only so far as may be necessary in 
presenting the practical application of the plan now in use. 

Companies writing fire insurance, about 30 years ago, were the first 
branch of insurance to use schedule rating; the values assigned their 
items were largely a matter of judgment. In 19138, the Industrial 
Commission of Wisconsin evolved the first schedule rating plan to be 
applied to industrial risks under compensation insurance. Pennsyl- 
vania, in 1916, with the inception of its Compensation Act, was the first 
state to apply the principles of schedule rating to coal mines. 

A definition of the term “schedule rating’’ submitted by the writer 
in a brief to the Safety Committee of the United States Coal Commis- 
sion is as follows: 


Schedule rating, as applied to compensation insurance, is an instrument to measure 
the hazard of known causes of accidents to which employees are exposed in industry 
and thereby determine an insurance rate commensurate with said hazard. It was 
first applied to Coal Mining in 1916 in Pennsylvania. } 

In other words, for a mine operator to insure his employees for injury under the 
Workmen’s Compensation Act, it is necessary that he pay a certain premium based 
on his payroll. If all mines were assessed the same premium, it would be unfair for 
the mine with low natural hazard, good safety conditions, and good accident experi- 
ence to pay the same premium as a mine with bad conditions and experience, therefore 
schedule rating was introduced.? 


* Superintendent, Coal Mine Section, Pennsylvania Compensation Rating 
and Inspection Bureau. 

* Hugh M. Wolflin: Effects of Compensation Laws and Differential Compensation 
Insurance Rates on Mine Safety Conditions. U. S. Coal Com. Rept. 

2 See Report of Sub-committee on Education of Industrial Relations Committee, 
presented at New York Meeting, February, 1924, and published in Mrinina anp 
Merauiturey, December, 1924. 
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To the late E. H. Downey, compensation actuary of the Insurance 
Department of Pennsylvania, more than to any other person belongs 
_ the credit for the great degree of refinement the Pennsylvania schedule 
has attained. In writing of rate regulations, Doctor Downey says: 


The processes of rate making and of risk classificatign and rating require close 
coéperation between insurers and the administrative authority charged with the 
supervision of insurance. The most effective agency yet devised for this purpose is 
the compulsory rating bureau operated by insurance carriers under public supervision. 
The function of such a bureau should be to establish risk classes, premium rates and 
rating plans, to compile statistical experience for these purposes, apply schedule 
and experience rating and determine the class or classes applicable to each insured 
establishment. To enforce compliance with bureau ratings, copies of the actual 

_ policies should be filed with the bureau and payroll audits should be reported by 
individual risks. The work of inspecting, rating and classifying risks, scrutinizing 
policies, compiling statistics, and investigating industrial processes for the purpose of 
erecting risk classes and devising rating plans will necessarily devolve upon the paid 
staff of the bureau; only the formal establishment of risk classes and class rates should 
be vested in representative committees of the carriers. All acts of the bureau will, of 
course, be subject to approval or disapproval by the administrative department of the 
state which has jurisdiction thereover. That this power may be intelligently exer- 
cised, the administrative authority should be represented at all deliberations of bureau 
committees and should be intimately acquainted with the bureau’s operations and with 
the statistics from which rates are derived. By this means, friction between the car- 
riers and the supervisory authority will be minimized and the public interest will be 
protected to the degree that the supervisory authority itself is alert and informed 
therein. # 


The procedure outlined by Doctor Downey is practically the same 
as is provided in Section 654 of the Insurance Laws of Pennsylvania, 
1921, under which the Coal Mine Section of the Pennsylvania Compensa- 
tion Rating and Inspection Bureau operates. This Bureau is charged 
with the administration of the rating problems in connection with com- 
pensation insurance rates on coal mines in Pennsylvania. It is not a 
branch of the State Government, but is organized and maintained by 
all of the insurance companies authorized under the law to write 
compensation insurance on coal mines, and is subject to the approval of 
the Insurance Commissioner. 

The most important division of the Bureau is the Inspection 
Committee. This is composed of well-trained mining men, representing 
members of the Bureau, and is presided over by the Compensation 
Actuary of the Pennsylvania Insurance Department. Under the guid- 
ance of this committee, the schedule has passed through successive 
stages of development and refinement during the past nine years. This 
was possible only through many meetings of all interested parties. All 
coal operators’ associations in the state were invited to have representa- 


3, H. Downey, Workmen’s Compensation, Chapter on Compensation Insurance, 
The Macmillan Co., New York. 
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_ tives meet with the Committee and coal operators have always been 
invited to attend the meetings. At no time, when the facts as to acci- 
dent causes have been presented, has a coal operator hesitated to indorse 
an advanced step in the schedule taken in the interest of safety. The 
Inspection Committee has had the most hearty coéperation from the 
national Bureau of Mines and the Pennsylvania Department of Mines 
and their representatives have frequently sat with the Committee and 
have helped to solve its most difficult problems. 

The educational value of the schedule is shown by its use in day and 
night mining schools and in the extension courses of colleges. It 
embodies the best extant mining practices and is more stringent in many 
particulars than the State mining law; for instance, its prohibition of oil 
lamps in any mine, of open lights in any part of a gaseous mine, fuse 
firing and motor-pushed trips; and its requirements for approved electric 
lamps as employees’ lights in gaseous mines, approved magnetically 
locked flame safety lamps for testing purposes, clearance at room 
necks, credit items for additional inspection of working places daily 
and for thorough and effective rock-dusting for prevention of coal-dust 
explosions. 

The requirements of the schedule are placed under specific items, 
which in turn are grouped under general subjects; thus the specific 
requirements pertaining to clearance underground are given in Item 43, 
which is only one item in the fourth group ‘Haulage Underground.’’ 
The correlating of the items and groups simplifies the schedule. Although 
the schedule contains nine general groups with over ninety separate 
items, it may be said that, as a whole, the items are in but two classes: 

First, those representing what may be called morale items—reflecting 
the morale of the operation—such as items relating to first-aid, mine- 
rescue facilities, and telephones. As a whole, this class includes all 
requirements of the schedule that cannot be tangibly measured from a 
statistical standpoint. No one will deny the value of first-aid or mine- 
rescue facilities, yet it is difficult to measure their value by a cause analysis 
of accidents. Jor this reason, the values assigned these items are judg- 
ment values, but the amounts are sufficient in each case to encourage 
compliance with them by a saving in the compensation insurance rate. 

The second class of items are those that can be, and have been, 
measured by comprehensive statistics which bring out the nature of 
the injury, the place and cause of the accident, and its cost. In this 
class are found two kinds of items: those governed by natural or geological 
conditions and those over which the operator has the control. For 
example, the hazard of shaft or slope, the giving off of explosive gas, the 
character of roof, and the presence of draw slate are natural conditions : 
but the employer decides the kind of equipment used, its installation, 
the clearance provided, whether coal shall be undercut or blasted off the 


. 
| 


: RUSH N. HOSLER 1229 


solid, whether shots shall be fired with fuse or electric batteries, whether 

an Pustitate system of timbering shall be used, and if explosive gas 

_ isfound whether the mine shall be worked with open lights or with electric 
cap lamps. 

A brief description of the manner of compiling the information will 

help to a better understanding of the construction of and value assigned 

to the items. Insurance companies, members of the rating bureau, 


FALLS, OF ROOF AND COAL 
$3742,619 Comp. - 10,074 Accidents 


MINE HAULAGE ‘ 
$ | 41 -10454 Accidents 


EXPLOSIVES 
$597,805 Comp.-776 Accidents 


HAND TOOLS 
$413,985 Comp.- 2,654 Accidents 


MINING MACHINES 
$305,087 Comp. 1,194 Accidents 


HANDLING MATERIALS 
$233,045 Comp.- 3,004 Accidents 


MISCELLANEOUS CAUSES 
$ 183,018 Comp.- 1,349 Accidents 


GAS AND FIRES 
—1 Per Cent of All Injuries $165,049 Comp.- 113 Accidents 


me Per Cent of Jotal Cormp. Cost BOILERS, ENGINES AND MACHINERY 
$ 150,794 Comp- 443 Accidents 


RAILROAD CARS AND ENGINES 
$102,964 Comp.- 301 Accidents 


FALLS OF PERSONS 
$100,675 Comp.~7,012 Accidents 


SHAFTS AND GAGES 
$ 82,175 Comp- 115 Accidents 


ELECTRICITY 
$81,300 Comp.- 207 Accidents 


FALLING OBJECTS 
¥ 50,200 Comp-226 Accidents 


Fia. 1—RELATIVE PROPORTION OF ALL COMPENSABLE ACCIDENTS AND OF TOTAL COM- 
PENSATION BY CAUSE OF ACCIDENT IN BITUMINOUS MINING. 


under requirements of the Department of Insurance, file a report on each 
accident. The report identifies the accident and, with other informa- 
tion, specially sets out the two most important things—the cause and the 
cost of each. All reports are subject to check and verification from the 
records of the State Department of Mines and the Compensation Board 
of the Department of Labor and Industry. After they are audited and 
evaluated, in accordance with the Act, they are coded and analyzed by 
nature of injury and cause, and then assigned to the particular group to 
which they belong. The results so obtained give the causes and total 
cost of each ¢élass of accidents; viz., deaths, permanent totals, major 
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permanents, minor permanents, temporaries and non-compensables. 
This is illustrated in Table 1 and Fig. 1. The aggregate cost of these 
different classes of accidents then becomes the basis on which the average 
rate for the ensuing year is predicated. To avoid too much fluctuation 
in rates from year to year, a 5-year period is used as a basis. For 
bituminous coal mining, the experience for the past five years produces 
an average insurance rate of $2.25 per $100 of payroll. 


Taste 1.—Severity Distribution of Injuries by Cause of Accident, 1918- 
22 Bituminous Coal Mining 


Par Cent. of Speci Per Cent. of Acci- 
sq | Injuries Attributable to | lente from Back, 
so Each Cause Specified Injury 

Cause of Accident aa | 

g ae 5 
HO A] .& ae ; & 
a0) _ | 3 | £2 | 58 | 68] 3 | 8/5123 
a | A [ee |S" | 2 | A |e |B* |e 
BAIS Gases wetetensisteterstelsteletsiare ie siecle eieiereisce 100.0)100.0/100.0)100.0/100.0|100.0) 3.7) 0.5) 2.5/93.3 

| | 
_ Boilers, engines, and machinery........... 1.9) 1.4) 1.3) 0.6] 3.9) 1.3) 3.6) 0.3 7.2\88.9 
Taine AC hi nese cen meet eee 3.7| 5.5} 2.4] 0.6] 4.3] 5.7] 1.6] 0.1) 1.9/96.9 
Shafts and cages.........0...-- +e eee eeee 170| © 0.3). 1.8! 0.6) O23!" O23i19s110-9) 0-9) 70-0 
Railroad cars and engines................ 1.3) 0.9) 2.7) S27) 0:6) 059} 6-6) 2.0) ta7io0r7 
Mine cars and motors............-...-+. 23.7) 32.2) 21.8) 12.9) 19.6] 33.0} 2.5) 0.2) 1.5/95.8 
Bleoticity’s sicc esnccsaccte ne aie ecenobe ceteyoeeery sear 1,0) 0.6) 1-9 0.2} O.6/11.1]....| 1.0|87.9 
EN XplOSIVOS!s 1s 5 0/0 wile els clei eis AAC 7.3] 2.4) 4.4) 24.5] 12.9] 1.9] 6.8] 5.4/18.5/74.3 
Gas, dust, and fires. os. se sss sie)s aire nines 2:0) 0.4). 452) 2.5) O.3) OL214479) oc) 2Si54eo 
Falls of roof and coal.............-...-.--| 45.9] 31.0) 55.7| 57.3] 28.9) 29.9] 6.7) 1.0} 2.3/90.0 
Falling objects—not roof or coal..........]| 0.7) O.7| 0O.9| 0.6] 0.2) 0.7] 4.9] 0.5} 0.9/93.7 
Walls of PeTSODB ...an.<<isie) es weiss soe eset ene Mea On 20ST sm.) O.4 Se 3] OLS. 0.3/98.9 
(amd ling in atexitls ine. slemicre ste stetsre vvieierel stars 2.9) 9.2) 0.9} 0.6] 2.5) 9.8] 0.4]. 0.7\98.9 
Haind! tools: tiv. revs aotescs nie ete eueitameet cia OA eS 2ye OG) s6. 5) 2o-5) ) 8.1 O.2laecei kao oecaG 
EAT) Other (GAUSS ssc aeterclere nists mesrommene 2.3) 4.1| 1.7) 0.6) 2.8) 4.3] 1.6] 0.1] 1.7/96.6 


Nots.—This table covers 32,522 accidents with compensation cost of $8,147,057. Medical cost, 
which is not included, is $1,839,013. Of this amount $438,000 covers non-compensable accidents (less 
than 14 days disability prior to 1920, and less than 10 days since 1920). These non-compensable cases 
number approximately 50,000. 


With this information all accidents are easily assigned to one of the 
major groups. For example, a cause analysis of the different classes of 
accidents shows that mine haulage, as a group, is responsible for 32.2 
per cent. of all accidents. While this is more than any other cause, as to 
numbers, it is not true as to severity for mine haulage accidents account 
for only 23.7 per cent. of the insurance cost, while falls of roof and coal 
are responsible for 45.9 per cent. In the application of the schedule 
the values assigned the items in the haulage group produce 23.6 per bent 
of the total rate charges, which is equivalent to its accident cost. 

The cause analysis is also made in sufficient detail to permit the 
breaking up of the general groups, such as mine haulage, into smaller 
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divisions and thus give the individual items with their values, For 
example, accidents caused by being squeezed between car and rib are 
_ charged to clearance; those from defective track are charged to track and 
_ roadbed; those from poor condition of cars are charged to cars; and those 
from motor-pushed trips are charged to this item. Penalizing of motor- 
pushed trips has often been adversely criticized. That the practice of 
pushing trips is to be condemned is amply justified by the fact that 
approximately 2 per cent. of the insurance cost is from motor-pushed trips 
and 2.2 per cent. of the total rate charges is from the item prohibiting 
this practice. 

From time to time, many excellent suggestions and devices have been 
presented for the Committee’s recommendation and approval. While 
the Committee encourages and invites suggestions at all times, the 
embodying of many of them as a positive requirement in the schedule is 
difficult from the inability to measure their value by an accident cost 
that their adoption and use would have prevented. Also if their value 
could be measured and definitely assigned, the credit allowable might 
prove to be so small that to require their use would involve an expendi- 
ture of money out of all proportion to the decrease in risk, so as to make 
it unreasonable. Again, to embody many of these suggestions in the 
schedule would tend toward a multiplicity of charges that might rightly 
be termed technical or trivial and, therefore, annoying to the operator 
when embodied in the make-up of his rate. To illustrate, the designer 
and patentee of a frog for a mine turnout or switch claims for its use 
additional safety. There is merit to his claim, but to require its use on 
the ground that it is safer than others and make a charge for its non-use 
cannot be justified and will involve a large expense for the new switches 
without an equivalent rate reduction being possible. It is clear, however, 
that many devices and practices are to be commended and have their 
place in actual use that cannot be evaluated in the schedule. The most 
successful safety engineers and operators in accident-prevention work 
are not content to stand on the requirements of the schedule, but have 
gone far beyond, with the one thought of obtaining the things best 
adapted to suit the individual operation that conditions may not only 
be safer but the safest possible. 

In the practical application of the schedule, the Bureau Inspectors, 
who are trained mining men with the minimum qualifications of a first- 
grade mine foreman, make a complete survey of every part of the 
operation, paying particular attention to all places where men work. 
This survey is embodied in a report covering every requirement of the 
schedule and brings out the conditions that are in compliance therewith 
as well as those that are not. These reports become permanent records 
and copies are furnished the insurance company, which transmits them 
to the operator with recommendations for correcting the substandard 
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conditions. From these reports, the rate charges on the individual mine 
are developed; to which the fixed minimum is added to produce the 
schedule rate. 

This fixed minimum may be changed from year to year, depending 
on the aggregate experience of the state and the average charges devel- 
oped on all mines. It presupposes conditions as nearly perfect as itis 
possible to obtain and that which is recommended by the standards. 
The absence of these recommended practices is what determines the item 
charges. Thus again it is seen that the schedule rate is built upward 
from the minimum by adding the item charges and not downward from 
a possible maximum rate. To illustrate, if the survey finds all recom- 
mended practices under ‘Class IV—Haulage Underground” absent, 
it would add 67 cents to the minimum. If these recommended practices 
are made standard, the 67-cent charge would not apply and a correspond- 
ing saving could be effected. 

This paper would not be complete without a reference to the objects 
of schedule rating. The first object, as intimated in the definition, is 
that it must fairly reflect the difference of hazards that may exist between 
risks of the same classification; that is, mines having different hazards 
develop rates commensurate with the hazards peculiar to each. That 
this object is accomplished is evident by the fluctuations in the rates of 
individual mines. For example, mines in the same locality, working in 
the same seam of coal, with natural conditions and other contributing 
causes alike, have a difference of more than $1.00 in their insurance rate. 
Some bituminous coal mines’ schedule rate is as low as $1.35 while others 
are as high as $3.50 although the average for all in the state is only $2.25 
per $100 of payroll. 

The second object of schedule rating is to stimulate accident preven- 
tion. To accomplish these results, the schedule must be established from 
an accurate, detailed, and comprehensive statistical basis; that this has 
been done has already been shown. That the application of the schedule 
stimulates accident prevention is evident by the fact that the mines 
having the lowest accident record are those having the lowest rates. 
A group of bituminous mines, located in a district where the natural 
conditions are most favorable, and operated by the same company, prior 
to 1921, were producing approximately 450,000 tons of coal for each 
fatal and permanent total accident. From a tonnage standpoint, this 
is an enviable record as the average for the state during this same time 
(1916-20) was only 355,000 tons per fatal accident. During this time, 
this particular group of mines had on the average schedule charges in 
excess of $1.20. In 1920, an effort was made to comply with the schedule 
and everything within the control of the operator was made standard 
and kept so at all times; the schedule charges, as a result, were reduced 
to less than $0.10. The accident record during the past four years 
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has been one fatal accident and few temporary ones though over 5,000,000 
tons of coal was produced. Similar results have been obtained by pubes 


_ Operators who have eliminated conditions known to have caused acci- 
_ dents in and about mines. The bituminous mines in Pennsylvania to 


which the schedule is applied (representing about 60 per cent. of the 
production) have steadily decreased their fatal accident frequency in a 
greater degree than those mines to which the schedule is not applied. 

The examination of the figures showing the reduction in insurance 
rates brought about by conrplying with the schedule requirements shows 
that accident-prevention work should be just as important a cog in the 
managerial machine of an operator as any other phase of their problem. 
It reflects itself on the cost sheet and is as much of an engineering accom- 
plishment as a saving brought about by the introduction of improved 
methods or equipment. 

Rate supervision, as in Pennsylvania, through the application of the 
schedule has been criticized because it restricts competition. Competi- 
tion may be restricted to salemanship and service, but that is the crux 
of the whole problem. The Bureau, the agency applying the schedule, 
is interested only in the facts existing at the time of the survey, as reflected 
by the schedule. The competition in service rendered, between the 
different insurance companies and kinds of insurance, is a greater stimu- 
lant to accident prevention than where the insurance is under a 
monopolistic plan. 

Much credit should be given the insurance companies for their interest 
and leadership in accident-prevention work. ‘There is frequent criti- 
cism that their only interest in mine accidents was the return expressed 
in premium income. As mines with high accident cost have high insur- 
ance rates, insurance companies may make more money from such mines 
with their high rates than from mines with low accident cost and low 
rates. 

A criticism, aimed not so much at the schedule itself as at its plan of 
operation, is that its application is confined to those mines that have their 
liability, under the Compensation Act, insured with casualty insurance 
companies. It is not applicable to those mines whose owners have been 
granted permission to carry their own liability. Compensation is for 
the benefit of the employees and not the employer, and for this reason is 
required by law. As the State requires compensation to those injured 
in its industries, the interest of society at large demands that those who 
are unfortunate enough to become its beneficiaries shall be insured of 
their benefits; therefore, employers should not be left to their own devices 
in insurance. No employer should be permitted to assume his own 
liability under the Act unless he has qualified under the Insurance Laws 
of the State in the same manner as prescribed for i insurance companies. 4 


: Insurance Laws of Pennsylvania, 1921. 
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If this were done, the schedule would be applied to all mines. Safety 
engineers agree that the greatest single factor in the interest of safety 1n 
our coal mines that could be brought about would be to extend the plan 
of schedule rating as applied in Pennsylvania to all coal mines. 

Perfection is not claimed for the schedule. That it accomplishes what 
is intended of it, there can be no doubt. Its greatest appeal is to those 
who are not comparing the cost of its compliance with the results that 
may be obtained, but to those who never think of comparing life and 
limb to dollars and cents, for accident preveftion work may be measured 
in the same degree as the employer’s responsibility and regard for the 
life and limb of his employee. 


DISCUSSION 


EK. A. Hotprook, State College, Pa.—Two years ago a number of us 
worked for the U. S. Coal Commission on the subject of coal-mine acci- 
dents and we spent several weeks investigating compensation insurance 
as applied to coal mines in the different states. After a careful compari- 
son between the methods of Pennsylvania and of some other states, 
especially those having monopolistic insurance, we came (as a body 
representing the employees, employers, and general interests) to the 
conclusion that the Pennsylvania plan as just outlined for you was the 
most effective method we had seen or which had been in use, at least 
in this country. 

I call particular attention to its statistical basis. In the long run, 
the compilation and use of a statistical basis as a means of finding out what 
our accidents are and for building up preventive measures will have much 
greater benefit than the use of individual judgment alone. 


W. W. Apams, Washington, D. C. (written discussion).—Schedule 
rating of coal mines makes possible a threefold accomplishment: It insures 
an equitable distribution of insurance cost among causes of accidents in 
proportion to the responsibility of each cause for the injury or death of 
employees; it reveals the relative importance of the various accident 
causes as objects to be attacked in accident-prevention work; it makes 
possible an annual or other periodic adjustment of cost or responsibility 
commensurate with actual developments in the increase or decrease of 
specific hazards. 

Every specific “‘cause’’ of accidents may be considered a contributor 
to the general toll of lives lost or injuries sustained. Therefore it is emi- 
nently fitting that each contributor to the loss from accidents be required 
to contribute proportionately to the cost of accidents. Equity also 
requires that there shall be kept an “account” under the name of each 
“cause,” and that the account be debited with losses rightfully chargeable 
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thereto, so that the subsequent year’s contribution toward the total 
Insurance premium may be lowered or increased according to whether 


_ the cause shows an improvement or retrogression, as compared with its 
_ previous year’s record. Moreover, if a specific cause or hazard has been 


partly or completely eliminated, the part eliminated should no longer be 
charged with any portion of the insurance cost,rand the cost thereafter 
should be spread over the remaining causes according to their respective 
responsibility for losses thereafter sustained. 

This leads to the basic reason for schedule rating as between separate 
mines. Mines free from specific hazards should not be charged a pre- 
mium based on hazards that exist only in other mines. Mines should 
pay only for hazards actually existing therein, and should be freed from 
the payment as quickly as the hazards are removed. This is made pos- 
sible by schedule rating. Under the system of schedule rating, no mine is 
required to pay for hazards existing in other mines and from which its 
own record is clear. 

Because mining operations will always be attended by accidents due 
to hazards inherent to the industry, or due to causes that are difficult or 
impossible to definitely classify, the basic insurance premium should be 
the average cost of the accidents in all mines in a state or other large area 
or group. ‘This will insure the covering of unknown or unmeasurable 
hazards. With this basic premium determined, and perhaps adjusted 
annually to fit changing conditions, each applicant for insurance may be 
credited or debited with the absence or presence of specific hazards, and 
thereafter accordingly pay a premium lower or higher than the average 
for the entire state or area or group. The greatest possible number of 
mines should be represented in the establishment of the basic rate, thus 
bringing into play the law of averages and insuring the development of a 
stable and equitable base. Too small a number of mines may make the 
base rate too high or too low, with resulting inequity in credits or charges 
to individual policy-holders. The most equitable distribution of losses 
in coal-mining operations is more and more nearly attained with every 
increase in number of mines represented in the development of the base 
rate, and the permanence or continuance of the equitable distribution as 
regards any given policy holder, and as regards all policy holders col- 
lectively, will follow as a matter of course in the constant adjustment of 
the losses among known causes of accidents to meet the progress and 
advancement made in the constant attack against specific classes 


of hazards. 


” 


1236 APPLICATION OF GAUSSIAN CURVE TO MINING INDUSTRY 


Application of Gaussian Curve to Mining Industry 


By Hues Arcupatp, E.M., Puivipssure, Pa. 


(New York Meeting, February, 1925) 


Ir 1s possible to construct a simple diagram of the earnings, or the 
production, of the men employed at.a coal mine that will show not only 
if the conditions tend toward contentment among the men, but if the 
operating distribution of the work is correct. As earnings are the 
greatest cause of discontent, even exceeding all the other causes, if 
contentment exists in the matter of earnings, the likelihood of other 
discontents flaring up is greatly lessened. 

The basis of such a diagram would be the Gaussian curve of the 
normal variation in human ability. Such a curve has long been recog- 
nized. H. L. Moore,! in discussing the quantitative relation between 
wages and ability says: “It has been pointed out that industrial efficiency 
is dependent upon physical, mental, and moral qualities, and these 
qualities . . . there is good reason for regarding as being distributed 
according to the Gaussian law. 


TABLE 1.—Men in Each Weight Group from 90 to 190 Lb. 
(Data for 223,690 drafted army recruits, 1917-18) 


\ | 
Per Cent. of | Per Cent. of 
G Numb f G | Numb = 
Weiohts Meat | Total Nimmabes Weights Pte: Ms | i Names 
ey | : 

90-94 163 0.07 140-144 | 25,130 ako) 

95-99 794 0.36 145-149 | 21,275 9.52 
100-104 | 2,333 1.04 150-154 | 17,704 | 7.92 
105-109 5,215 2.33 155-159 | 13,124 5.88 
110-114 | 8,270 | 3.70 160-164 9,702 4.33 
115-119 12,034 lays) 165-169 7,105 Solin 
120-124 16,884 7.55 170-174 4,802 2.14 
125-129 | 21,360 9,55 175-179 | 3,090 1.38 
130-134 24,882 | AR hale 180-184 2,109 0.94 
135-139 | 26,296 IN PE 185-189 | 1,418 | 0.63 

223,690 100.0 


| | 
I 


1“ The Law of Wages.” Chap. IV. N. Y., 1911. The Macmillan Co. 
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“Industrial ability—general capacity and energy—is distributed 
according to the normal or Gaussian law.” 
; An example of this variation between human beings can be found 
in the weights of men drafted into the army during the war, shown in 
Table 1. The weights varied from a very few men who weighed 90 lb. 
to a very few who weighed 200 lb. The number of men found in any 
class of 5-lb. variation progressively increases up to the class of those who 
| weighed from 135 to 139 lb.; then the numbers found in any class pro- 
gressively decreases up to the maximum weight. — 


2 
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Percentage of Total Number of Men 


2. = MWe cy — 


40 45 50 55 60 65 10 15 80 85 90 95 100 
Percentage of Weight of Heaviest 


Fic. 1,—GavussIAN CURVE OF NORMAL VARIATION IN HUMAN WEIGHT, BASED, ON THE 
WEIGHT OF 223,690 DRAFTED MEN. 


Were these variations in weights plotted with the weight intervals 
placed equally along a base line and the number of men, or percentage ‘of 
the total number, plotted as an ordinate, the curve resulting from con- 
necting the ends of the ordinates would be a Gaussian curve, Fig. 1. 

It needs to be noticed in this curve of weights that there are no men 
who weigh nothing; moreover the practical maximum is 200 lb. The 
group with the least weight (the 90 to 94 lb. inclusive) have a weight that 
is practically 46 per cent. of the maximum. The median line of the 
total number of men falls at a point about 69 per cent. of the maximum 
weight. This median line occurs at practically the same point in any one 
class of men. Between classes such as intellectual workers and common 
laborers, the median line, of course, would not have the same value. 

The point of the median line corresponds fairly closely with the 
median line in the mutual estimation of the ability of army officers that 
took place during the war, based on the army rating methods. It was 
then said that the average ability of officers was about 70 to 73 on a scale 
of a possible 100; it was a very exceptionally good man who received a 
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rating as high as 90 and an exceptionally poor man who was rated 
at 50 or less. 

Various investigators have attempted to make a numerical division 
of 100 men. Professor Moore gives a distribution of a possible standard 
population of 100 men as to the numbers of men falling into each class 
from the highest to the lowest, the figures for each class being, 1, 1, 1, 
3.5, 4.5, 7, 9, 11, 12, 14, 13, 10, 6, 4, 2, 1 (total 100). From the variations 
in the weights of the drafted men, a similar distribution can be made, as 
follows, 1, 1, 2, 2, 3, 5, 6, 8, 10, 12, 12, 11, 9, 7, 5, 3, 2, 1 (total 100); see 
Table 2 


TaBLE 2.—Separation of 100 Men According to Variation in Normal 
Human Ability, According to Calculations Based on Weight of Men 
Drafted into U. S. Army 


Grou Group | ; : 
Rating: Per! ygeu'in Group | berof Men in, | Rating: Per | yfen'm Group | ber of Men in 
Maximum of 100 | Group Maximum 100 | Group 

100.0 72 | 10.1 10 

97.5 70.0 11.5 12 

95.0 67.5 | 11.7 ibe: 

92.5 0.7 1 65.0 10.8 11 

90.0 1.0 1 62 5. al 9.4 9 

87.5 1.6 2 60.0 7.0 7 

85.0 2.3 2 57.5 By 5 

82.5 3.4 3 55.0 | 2.9 3 

80.0 4.7 5 Gy eed 17 2 

77.5 6.4 6 50.0 0.9 1 

75.0 ee eal 8 47.5 0.4 


APPLICATION OF VARIATIONS TO CoaL MINING 


These variations can be applied to any industry but are particularly 
applicable to coal mining; for the work of coal mining is fairly uniform in 
character and requires as much strength as anything. A great variety 
of the classes of men is not employed, so that one can expect to find only 
the normal variation as it exists between men in one class. As strength 
and weight in all probability vary together, the normal variation between 
the men in a mine should correspond closely to the variations in weights 
found in the draft. 

As examples of correspondence to the Gaussian curve, Figs. 2 and 3 
and Table 3 are given. Fig. 2 and the table are from an individual coal 
mine in Ohio; Fig. 3 and Table 4 are from the statistics of earnings gath- 
ered by the last Coal Commission in the anthracite and bituminous 
industry. The figures for the Ohio mine are for the amount of coal 


uel ye F 


HUGH ARCHBALD 1239 


IT 


SaaS 


Percentage of Total Number of Men 


AFP ani.Eed0Aas 


o—Pp 


ies 4 aX 
10 20 30 40 50 GO 70 80 90 100 110 120 130 140 150 IO 170 180 190 200: 
Classification by 1000 Lb. 
Fic. 2.—CoMPARISON BETWEEN THE AMOUNT OF COAL LOADED BY INDIVIDUAL 
MINERS AT AN OHIO MINE AND THE GAUSSIAN CURVE OF NORMAL VARIATION IN 
THE WEIGHT OF MEN, 


| 
8000 32000 
1500 0,000 
7000 a, — anit ee 
6500 + ———— 26000 
6000 1 24,000 
5500+} ; 22000 
\ 
w 5000 i 3 P0000 
oO — E 
: 4500-1 ANTHPACITE-216 Collieries | (pues 
= 4000 ; cS Contract and Consideration Miners —|6000 2 
= BITUMINOUS ; £ 
S 3500 — — otal Tonnage Men -Umior-/177 Mines —| 14,000 ‘eS 
2 \ -----Jofal Tonnage Men-Non-Unior-75/ Mines JZ 
= 3990 OU 
=< \ 
2500 NaN Higgs ee 
2000 = 8,000 
1500 SSeS | a 
1000 ; -s Sas ae 
a ad = 2,000 


! ) 400 800 1200 = 1600 E 2000 =i 200 7300 3200 3600 00 


ollars 
Fig. 3.—NUMBER OF MEN ON PAYROLL, SHOWN BY EARNINGS CLASSES FOR CONTRACT 
MINERS IN ANTHRACITE AND ALL TONNAGE MEN IN BITUMINOUS MINES, IN 1921. 


1240 APPLICATION OF GAUSSIAN CURVE TO MINING INDUSTRY 


produced by the individual miners and not the earnings; as the miners — 
are piece workers, the earnings would closely correspond to the produc- | 
tion. The mine was operating under the equal-turn clause of a union 
agreement and the figures were taken from a check weigh sheet and — 
cover twelve days of work in ore two-weeks period. 

‘Jn tabulating the material, a classification was made with variations 
of 5000 Ib. and the number of men counted whose output for the twelve 
days of work fell into each class. It was then a simple matter to calculate 
the percentage of the total who fell into each class. One man loaded 
184,500 lb. of coal in the twelve days; the next best man loaded 176,200 
lb. Then there came three who loaded a total of 516,100 lb., or an aver- 
age of 172,033 lb. The number who fell into any one class progressively 
increased, with one exception, up to 29 men who fell into the 140,000 to 
145,000-lb. class. From that high point, the numbers progressively 
decreased down to a couple who had worked the full twelve days and an 
odd number who represent changes in the working force. There was a 
total of 176 men on the sheet for the two weeks period. For the sake of 
comparison with a theoretical, objective standard curve of a hundred 
men, the numbers in each class were reduced to percentages. 


TaBLE 3.—Classification of Men at an Ohio Mine, According to Amount of 
Coal Loaded in 12 Days of Work 


Hundred- / Per Cent. | Classifica- | | Hundred- | Per Cent. 
Classification by | Number weights | of Total tion by | Number | weights of Total 
1000 Lb. | of Men | Loaded in| Number | 1000 Lb. | of Men | Loaded in| Number 
| 12 Days | of Men | | 12 Days of Men 
195 | | 90 | tle at 916 0.57 
190 85 2 1,760 1.14 
185 1 1,845°| 0.87 | 80° | 4) |) = Suen 
180 4 | 75 | 
175 1 G2 Opn 70 3 2,177 ivaraey 
170 | 3 5,161 1.70 65 | toy 683 | 0.57 
165 | 4 6,665 2.27 60 Diet 649; 0.57 
160 | 10 .| 16,264} 5.62 55 
155 20 31,477 11.36 50 ‘Lee 523 0.57 
150 16 24,366 | 9.09 45 | In | 496 0.57 
145 25 37,048 | 14.20 40 1 ae 417| 0.57 
140 29° 141,437" 0 16 demons 17a “gor Oz 
135 | 19 26,194 | 10.81 30 | 
130 | 8 10,561 | 4.55 25 | hig og 207 Oey 
125 an 8 10,217 .| 4.55 20 | | | 
120 4 | 4,910 | 2.27 15 1 154 | 0.57 
115 4. \- Sage eo toy 10 | 
rie | 5 | 
105 ee Se bale et Pl | | — 
100 hh ed 4,101 | 2.27 | 176 | 241,242) 100.0 
95 | 2 1,955 | 1.14 | | 
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A diagram drawn on the basis of classification and percentages, as in 
Fig. 2, will follow approximately the Gaussian curve. When making a 
comparison with a standard curve, the high point of the curve was 
made to correspond with the standing of the man who had loaded the 
largest amount of coal. When it is noticed that this highest man only 
loaded 184,500 lb. in twelve days, or an average of 7.69 short tons a day, 
_two questions promptly occur: (1) Whether, the total output remaining 
| the same, a greater tonnage per man could not have been obtained with 
fewer men, thereby saving equipment in mine cars, rails, etc., and at the 
same time having less area to supervise; (2) with the improvement of 
| some other factor, such as transportation, whether there could not have 
_been obtained a larger output for the same number of men. In both 
eases, the earnings of the group employed would have been increased and 
costs reduced; 7.69 short tons per day is not a large output for the best 
men usually found in the mines. The grouping, however, of the outputs 
and probable earnings of the men in this Ohio mine will tend toward 
contentment of the mass; for there is not a wide divergence between 
men and the grouping is natural. 

In a paper on the Earnings of Miners, by Miss Anne Bezanson,? is a 
chart, Fig. 3, which shows that the earnings of contract miners in anthra- 
cite have a partly Gaussian character. This chart, however, does not 
represent the full year earnings of men but the number of men whose 
earnings, as long as they were carried on any payroll, fell into certain classes. 
The chart gives the curve for contract miners in anthracite mines and 
the tonnage men for both union and non-union bituminous coal mines. 

The chart shows: “that the bulk of contract miners, when one takes 
the number of men by earnings intervals, is in the intervals above $1000; 
whereas, in the bituminous industry the massing is in the lower earnings 
intervals, and the curve slopes off gradually, containing fewer men as 
the higher earning groups are reached. 

“‘The anthracite curve, on the contrary, decreases gradually in the 
number of men involved in each interval to $1000, and then begins to 
increase, reaching a high point at about $1800 to $1900. Even if the 
year 1920 is taken for the bituminous industry, instead of the inactive 
year of 1921, the curves show the same general outline, although the 
numbers in the higher earnings classes are then more significant. 

“For the year 1921, the average time worked by contract miners in 
anthracite was about 250 days. The average earnings for that year was 
between $1900 and $2000—to be exact $1922.” 

This chart shows that in the anthracite fields, where there is relatively 
steady operating time for all mines, the normal variation between men 


2 Assistant Director, Department of Industrial Research, Wharton School; 
published in Annals Am, Acad. Polit. and Soc. Sci., of Philadelphia (January, 


1924), 
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has a chance to be developed in the earnings. In the bituminous fields, 


there is no intimation of any Gaussian curve. One can account for this — 
through the fact that, as it covers a larger number of mines, there is more — 


variation between the operating time of mines and so no chance for the 
normal variation to come into play. 

Discontent with earnings lies on the low side of any median line. In 
the case of the contract miners in the anthracite field, the discontent lies 
on the low side of $1922; when it has dropped to some low point, such as 
$1000 a year or $4 a day, the discontent is great enough to induce the 


men to move from mine to mine in search of better opportunities for — 
earnings. Labor turnover is undoubtedly the cause for the number of — 


contract miners, shown on the chart, as earning below $1000. 


It is this low earning point that is the danger point that shouldbe — 


watched in operation. Those whose earnings are around this point may 
be workmen of little natural ability or they may be workmen of some 
ability working under poor conditions. In the first case, the man may be 
too poor to be wanted on the job; in the second case, the conditions of 
work should be improved. The danger is that if any number of the men, 
on account of the organization or lack of proper organization of the work, 
are suffering from any such condition as unemployment within employ- 
ment, and consequently are not earning a satisfactory wage, their discon- 
tent will induce the whole body of men to try to obtain higher rates of 
pay. Rates of pay should, of course, not contain any element of reward 
for avoidable unemployment. When rates do contain such an element, 
the effect is spread over the whole body of rates and the cost of operation 
is seriously increased. 

The third point to notice concerning the enumeration of the contract 
miners in the anthracite mines, according to their earning classification, 
is that if the median line of $1922 is taken at the theoretical percentage of 
68, the best men should be earning $2826 a year. The chart shows that 
only about 1 per cent. of the men actually earn this amount and that on 
the high side of the median line there is a correspondence with the Gaus- 
sian curve. As many thousand men are considered in this chart, it is 
only natural that a few super-excellent men should be found earning more 
than this amount. 

On the low side of the median line, theoretically the number who earn 
less than 46 per cent. of the maximum should be negligible. The earnings 
for the men of the very poorest natural ability should be $1100; The 
chart records a larger number of men than should be found in this class. 

In contrast to these two instances showing a correspondence between 
facts and a theoretical Gaussian curve, two analyses are given from a 
company mining bituminous coal that has had much labor trouble in the 
past and has made strenuous efforts to establish labor relations such 
that it may have contentment among the men employed. It had not, 
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however, studied the Ee ation of the underground work, an investi- 
gation of which disclosed much discontent though little outflaring. 
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The general manager of the company claimed no more than that 

the underground work was conducted the same as the average coal mine. 

The data were gathered from the company weigh sheets and the calcula- 
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rGaos —CoMPARISON BETWEEN AMOUNT OF COAL LOADED BY VARIOUS PERCENT- 
AGES OF MINERS AT A MACHINE MINE AND GAUSSIAN CURVE OF NORMAL VARIATION 
IN WEIGHT OF MEN. 
tions made in the same manner as for the Ohio mine, with the addition 
that in these cases the earnings were compared to the outputs and are 
known to correspond. Tables 4 and 5 and Figs. 4 and 5 show that there 
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is not even an intimation of similarity in the results obtained from the 
men to any theoretical Gaussian curve. 


Taste 4.—Classification of Men at a Pick Mine According to Amount of 
- Coal Loaded in 14 Days of Work 


| 
Classification Number of mri . ae ent enews ) Number of telah ef Tojal 
Hef en ee eter | 1000 Lb. | ee ee Dare | etal 
| 
330 | 150 5 7,824| 3.28 
320 be lai eo 21S 8 aaa GG 140 6 | 8,592| 3.94 
310 130 7 | 9,465| 4.60 
300 1 | 3,041 | 0.66 120 10°S\ 712,355 1 PGs 
290 | FHh\ Sete i238 110 | 6 | 6,843] 3.94 
280 | 100 | 4 4,242 | 2.62 
270 1 | 2,797 | 0.66 90 | 4 3,866) 2.62 
260 1 | 2,632 | 0.66 80 2 Lv5kien dat 
250 Pai Mais ype (he eS 70 13 | 9,887] 8.56 
240 2 4,847 | 1.31 60 | 3 See ean 
230 4 9,507 | 2.62 50 | 3°)" ore tg 
220 | 6 13,517 | 3.94 40 | 6 | 2,615| 3.94 
210 | 2 4,387 | ° 1.31 30. | 4 1/721. a2.62 
200 | 14 28,536 | 9.22 20 2 514. fad ool 
190 Ao) 407 he 28 10 4 >| 679 | 2.62 
180 Bea iti136 +1) 3 04 0 4 | 296| 2.62 
170 12 | 19,247 | 7.90 — 
160 4 | 6,559 | 2.62 152 | 216,187 | 100.0 
| 


It is possible, also, by using the Gaussian curve to construct an 
objective standard for the output that should be obtained from any 
number of men employed on coal. In the case of the machine mine 
given in Fig. 5, the best man loaded an average of 14.3 short tons per 
day. If 14 tons is taken as the standard for a good miner, who would 
average 92.5 per cent. of any maximum, the amounts that should be 
obtained from those of different ability can be set down, as the numbers 
who should be found in each group are known and the average loading 
capacity of each group is a proportion of the maximum. This has been 
done in Table 6. The total tonnage per day that should be obtained 
from 100 men of varying ability with this maximum, is 1046 short tons. 
As only 95 men were employed in this machine mine, 95 per cent. of 
1046 tons, or 993 tons, can be taken as the standard that should have 
been obtained. Actually over these 14 days the mine averaged 678 short 


tons per day so that the performance was two-thirds of the objec- 
tive standard. 
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‘TABLE 5.— Classificaton of Men at a Machine Mine, According to Amount 


3 Hundred- | Per Cent. . Hundred- | Per Cent 
Classification Number weight of Total | Classifica- Number weight of Total’ 
by 1000 Lb. of Men rts Nan ber jion by | ‘of Men Toaded in Bh ae be 

Ab ase. ae 
400 1 4,002 | 1.05 180 3 5,518 | 3.16 
390 .170 A 7,098 | 4.24 
380 1 3,.877.[) 4.05 160 1 1,698 1.05 

370 150 4 6,066 4.22 

360 1 3,664 1.05 140 3 4,377 | 3.16 

350 2 7,131 | 2.110 130 3 4,046 3.16 

340 2 6,954 210 120 5 6,386 93 Pal 
330 110 5 5,641 | 5.27 
320 il 3,288 1.06 100 1 1,080 1.05 
310 | 3 pO Oo. wie LS 90 i 908 1.05 
300 b> ¥4 O59 O00 enact 80 4 3,353 | 4.22 
290 / 3° | 8,843 3.18 70 it 716 1.05 
280 4 11,850 | 4.22 60 
270 4 _ 11,030 | 4.22 50 1 §23 i (05) 
260 2 | §,298 | 7A 40 ae Ae 889 2.11 
250 2 5,078 | 2.11 30 | 
240 | 2 4,953 2.11 20 1 234| 1.05 
230 | 7 | 16,307 | Ph asi 10 3 367 Shells) 
* 220 3 $8,831 | 3.16 0 2 | 62 2.10 
210 oe 8,587 | 4.22 = 
200 A 8,044 | 4,22 [95 189,839 | 100.0 
190 1 1,930 | 1.05 


TABLE 6.—Calculation for an Objective Standard Output for 100 Men, When 
Best Man Can Average 14 Short Tons per Day 


: Average Total | Average Total 
fisting | of Mon | OU pM | Out | ohne | of Men | SBN | eet 
92.5 1 1s-6 14.00 | 67.5 12 10.206 | 122.47 
90.0 | pet OS 13.60 | 65.0 ii! 9.828 | 108.11 
87.5 2 13.23 1) 26146 | 62.5 9 9.450 85.05 
85.0 2 12:85) 925770 "| 60.0 ie 9.072 | 63.50 
82.5 Sa wile t7, yp ean tay det) 5 8.694 | 43.47 
80.0 5 | 12.096 ) 60.48.| 55.0 3 $316.) 24,04 
77.5 Go iiievisee 70.30 | 52.5 2 7,938 | 15.87 
75.0 Soeeetiessie 00.72 | 50.0 1 7.560 7.56 
72.5 10 10.962 | 109.62 
70.0 12 10.584 127.00 1046. 26 
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AppLiCATION oF GAUSSIAN CURVE TO OTHER INDUSTRIES 


The Gaussian curve can be used, of course, in any industry. For 
instance the earnings of the employees in a shop manufacturing men’s 


clothing were found to have this character. It was not the result of a — 
conscious effort on the part of the management of the shop to have the ~ 
earnings so conform, but rather the result of good handling of the work ~ 
in process. At the same time, the management of this shop was envied . 


by those operating other shops in the same city for the reason that it 
could get its people do what it wanted, while the other shops were 
continually having labor troubles. The earnings in the other shops 
did not show any normal variation in ability. 

In conclusion, it needs to be admitted that the construction of such 
diagrams as are here presented are not of great value if there is much 
intermittency in the operation of a mine. If a mine is only operating 
a few days in a month, there is likely to be a good deal of labor turnover 
in that men will shop around seeking work. During a period of steady 
work, labor turnover may at first spoil the best value of such diagrams; 
but the attempt to follow the facts shown by these diagrams is likely to 
decrease the turnover. The main value of drawing such diagrams is that 
they set an objective standard toward which to work and a measure 
of accomplishment. 


DISCUSSION 


Donatp A. Latrp.—The data do not give a fair picture of individual 
differences. Some of the miners worked twelve full days and their output 
for twelve full days was measured. Otherminers worked only one-half day 
or two days, but in the distribution table they are given the same impor- 
tance as the miners who worked full time. In other words, to get at 
these differences in ability, the output per unit of time worked should be 
considered. Doubtless, had the author been able to get records of the 
time that these men had been engaged in the mines, practically all of 
the data would have come very close to a normal distribution curve. The 
output of a miner depends not only on his strength but on some mental 
factors, which perhaps the psychologists tend to overemphasize. I can 
see where the spirit, or morale, or loyalty of the workman has a great deal 
to do with his output. The fact that a miner is married will make him 
turn out more product than the man who is single. In the case of insur- 
ance solicitors that holds true; the married solicitors are better. Twelve 
companies now give preference to the married men. It may be that when 
the single man gets married he will work harder; that is a matter of 
motivation. 

I can also see how certain factors of this normal distribution of mining 
ability might be influenced. One miner, whose work is 6 ft. from the car, 
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_ takes two or three steps with every shovelful; another miner takes two or 

_ three minutes to adjust his work so that he can do it without taking those 

steps. As the normal distribution affects the miners as every one else, 

_ there is presumably a normal distribution in the intelligence of the miners. 
There are individual differences and the men who go from mine to mine 
claiming unfair treatment in the hands of the previous employers, poor 
mining conditions and so forth, very often advertise the fact that the man 
is at the wrong end of the distribution curve of miners. Miners should be 
so selected and motivated in their work that not a normal distribution, 
but a skewed curve, is obtained. Some time ago, the twelve insurance 
companies that I mentioned found that the output of their solicitors was 
a skewed curve, but curving toward the wrong end; that has been changed 

and they are now getting from one hundred solicitors more than five 
hundred had been able to do before. 

In the case of a mine there is considerable overhead and wherever you 
find a normal distribution of output among miners it is brought about 
only by the honest and consistent and continued effort of operators, and 
it can be brought about and it can be and certainly is an object worth 
seeking. 

T. T. Reap, Washington, D. C—My principal objection is to the title. 
The curves referred to are ordinary frequency curves, as familiar to statis- 
ticians as trowels are to masons, and it seems to me as objectionable to 
refer to them as Gaussian curves as it would be to refer to trowels as 
spatulate mortarial instruments. 

Fig. 2 is so drawn that it might be inferred that there is a direct 
relation between the weight of men and the amount of coal they load, and 
that men weighing about 135 lb. load the most coalin a shift. This is not 
true, nor does the text claim it to be true, but Fig. 2 might easily cause the 
erroneous inference to be drawn. 

As Fig. 3 is drawn on a different basis, it loses most of its value as a 
comparison. If the data were plotted on the same basis as Fig. 2, the 
resulting curves would probably resemble the curve of coal loaded in 
Fig. 2, whereas they now look quite different. 

The curves in Figs. 4 and 5 indicate that something affects the output 
of coal loaded by groups of miners, at the mines cited, other than the 
natural and to-be-expected varying working capacity of the men. With- 
out more information than is given as to the cause, or causes, of this 
variability, it does not seem advisable to attempt discussion of the curves, 
other than to concur with the last sentence of the paper, which states that 
the construction of such diagrams is useful as revealing whether results 
correspond to normal frequency, to the end, if they do not, that a further 
search can be made to ascertain the cause, or causes, of the unexpected 


variability. 
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Properties of Liquid-oxygen Explosives* 


By G. Str. J. Perrorr,{ PirrspureH, Pa. 
(New York Meeting, February, 1925) 


Dvurine the past year, the Bureau of Mines has carried on an investi- 
gation of liquid-oxygen explosives (L.O.X.) to supplement the work 
described in previous publications.! The present paper gives results of 
the first part of this work, which was a laboratory investigation of the 
properties of typical combustibles used in L.O.X., and the relation of 
these properties to the absorption and retention of oxygen by the explo- 
sives and their explosive characteristics. No attempt will be made to 
describe the development of liquid-oxygen explosives, because this 
phase of the subject has been well covered.” 

The L.O.X. cartridge consists of a paper wrapper filled with an 
absorbent combustible material that is saturated with liquid oxygen by 
soaking it therein. After saturation, the cartridge is removed from the 
liquid and fired with fuse and cap, or electric detonator, in a manner 
similar to other explosives. Certain types of cartridge may be detonated 
with fuse alone, requiring no cap to initiate the detonation. By suitable 
variation of the nature and density of the combustible, cartridges having 
a wide variety of explosive characteristics may be made. 


* Published by permission of the Director, Bureau of Mines,. 
} Physical Chemist, Pittsburgh Experiment Station, Bureau of Mines. 
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AVAILABLE CoMBUSTIBLES 


It is difficult to name any oxidizable material that has not at some 

_ time been used in L.O.X. Lampblack is the combustible most widely 

used and which, in the present stage of development, seems best suited 

for most blasting operations. Other materials that have been employed 

are wood pulp, cork dust, charcoal, coal dust, peat, oil absorbed in 

kieselguhr, naphthalene, anthracene, ‘carbene, ground straw, and 
powdered metals. 


Lire or L.O.X. CARTRIDGE 


The most important requirement of an L.O.X. cartridge is that it 
shall detonate with good strength at a considerable time after it has been 
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Fig, 1—RELATION BETWEEN EXPLOSIVE STRENGTH, OXYGEN CON1ENT, AND TIME OF 
EVAPORATION; LAMPBLACK CARTRIDGE, 114 By 8 IN., DENSITY, 0.23 GM. PER C. C. 


dipped. In many blasting operations, it is also essential that very little 
asphyxial carbon monoxide be produced. Evaporation of oxygen begins 
immediately the cartridge is removed from the dipping container, and 
continues until the cartridge is fired. 

In the literature of L.O.X., the life of the cartridge is usually taken to 
mean the time, in minutes, that elapses between removal from the dipping 
container and the moment at which just sufficient oxygen remains for 
combustion to COz, H2O, and oxides of any other elements present. The 
cartridge will explode, however, for a considerable time thereafter, but 
with the formation of increasing quantities of CO and Hz. Kuryla and 
Clevenger distinguish between available life (the time taken for evapora- 
tion to the CO. point) and explosive life. 
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In Fig. 1 is shown, diagrammatically, the relation between oxygen 
content and explosive strength of a 114 by 8 in. lampblack cartridge 


containing 0.23 gm. of combustible per cubic centimeter of cartridge. For — 


comparison, the diagram is modeled after one in the paper by Kuryla 


and Clevenger, but the relative values of explosive strength as determined — 


experimentally have been substituted for the curve given by those writers. 
Here, the available life before formation of CO begins is 10 min., and the 


explosive life 25 min. The explosive strength is at the maximum when the ~ 


cartridge is removed from the dipping container, and decreases slowly 
and fairly regularly for 20 min., after which the strength falls off rapidly. 
Beyond the 20-min. period, the explosive strength does not decrease in 
proportion to the loss of oxygen. Ifa higher packing density (for exam- 
ple, 0.38 gm. per ec. c.) is used, the cartridge after the first minute contains 
insufficient oxygen for complete combustion to COs, yet it may be fired 
after 25 min. evaporation with a strength at least as great as the lighter 
cartridge and after 10 min. evaporation with 15 per cent. greater strength. 
These data, for which considerable experimental evidence will be given 
later, indicate that where the presence of CO is not detrimental, greater 
explosive effect may be obtained by increasing the packing density so 
that, at the time of firing, considerable oxygen deficiency exists beyond 
that required for complete combustion to COs. 

The time taken for evaporation of a given L.O.X. cartridge to the 
point where just sufficient oxygen is present for complete combustion 
depends on: (1) amount of oxygen initially absorbed; (2) amount of 
oxygen required for complete combustion; (3) rate of evaporation of 
oxygen from the cartridge. The first factor depends on the volume of 
cartridge occupied by combustible particles into which oxygen cannot 


W 
penetrate, and equals V — a X 1.13 gm., where V is the volume of the 


cartridge, W its weight, and p the true density of the cartridge material. 
The second factor depends on the weight of the cartridge and its oxygen 
factor; that is, the amount of oxygen required for complete combustion 
of unit weight of combustible. The third depends on: the character of 
the combustible absorbent material; the diameter of the cartridge; and 
the environment (temperature of surroundings and whether evaporation 
takes place in still or moving air, or the cartridge is confined in a bore- 


hole). Expressed mathematically, Life (in minutes) = hoh » where f, 
€ 


is ratio of weight of oxygen to weight of cartridge when completely satu- 
rated, fi is oxygen ratio necessary for complete combustion, and e is the 
decrease in oxygen ratio per minute due to evaporation. f. can be 


epi d ; 
shown to equal ° oa x 1.13, where d is apparent density of cartridge, 


| 
; 
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and 1.13 is density of liquid oxygen. For a cartridge of pure carbon, 
such as acetylene black, f; = 2.67; for wood pulp, 1.34; naphthalene 
3.00, etc. The disadvantage of a cartridge mixture containing an inert 
_ non-combustible absorbent, such as kieselguhr, is immediately appar- 
ent because, for a given amount of combustible per unit volume, the 
space for absorption of oxygen is less than when no inert diluent 
is employed. 


Factors ArrecTinec Rate: or EVAPORATION 


Combustible Absorbent Material 


The most important property of the combustible material affecting 
_ the rate of evaporation is its particle size. If the particles of a combusti- 
_ ble, such as lampblack, are of colloidal fineness, the surface exposed per 
unit volume is so large that very little of the absorbed liquid is out of 
range of the surface forces. Hence, no liquid is lost by dripping out of 
the saturated cartridge and, as evaporation takes place, the liquid in 
the inner parts of the cartridge is not drawn, by capillarity, to the outer 
parts. With a combustible composed of larger particles, such as wood 
pulp, much of the liquid is very loosely held in droplets in the relatively 
large interstices between the particles. Part of the liquid drips from the 
cartridge immediately it is removed from the dipping container and, as 
evaporation takes place, a large proportion of the remainder is drawn, 
by capillarity, to the outer part of the cartridge and evaporation takes 
place at a faster rate than in the case of lampblack. Wood-pulp 
cartridges feel colder to the touch than lampblack cartridges, and if an 
absorbent paper wrapper is used, it will be wet with liquid oxygen for a 
considerable time after dipping, while the wrapper of the lampblack 
cartridges dries at once. 
Table 1 gives analyses of combustible materials used in L.O.X. Table 
2 gives evaporation data for a number of combustible materials, packed 
in 114 by 8 in. cartridges and allowed to evaporate in still air. The 
paper used for the cartridge wrapper consisted of two thicknesses of a 
grade of hard fiber cotton rag paper, 0.007 in. thick. Hach wrapper 
weighed 5 gm. and required 5.4 gm. oxygen for completecombustion. For 
convenience in comparison, the amount of oxygen necessary for complete 
combustion of the lampblack cartridges has been taken as 2.4 g. per gram. 
of cartridge. The amount actually varies from 2.2 to 2.6 g., depending 
on the composition of the lampblack. The factor for coal dust has been 
taken as 2.39, for wood pulp 1.34, and for fuel oil 3.4, correction being 
made for the oxygen requirements of the wrapper in determining the 
oxygen value of the cartridge. 
In Fig. 2 are set down evaporation curves for three typical blacks: 
lampblack B, a fluffy material difficult to pack; lampblack E, a material 
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TaBLE 1.—Analyses of Combustible Materials 
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a 
: a = 


bustion, Grams 


i ? 1 

8 a Ze Ese 

Nae tt oh ee ey end eee ee 

Material 4) So1e6| 4) dl eel Se] Oegiage 
8/85) °5} 5} 5] 6 © © d| Ss go 

Ga) oe | HE ES od Let] of | hl] BSR [BES 
Lamp black B Gas .ssceo mene 1.5| 1.896.60.1/0.8.95.60.1| 2.7/0.7) 7,972 | 2.59 
Pai potacl OC. ..5 vase) aes 1.2) 2.995.90.01.195.90.1) 2.20.7 8,061| 2.59 
Lampbiack Dirrets.ee. sae on 2.2) 3.594.3|0.01.194.70.1 3.40.7 2.59 
Lampblack/H. a. )...:25. a4 2.7 13.6 83.60.11.689.10.0 9.20.0 7,467 | 2.41 
Lampblack M.......0...+. 4.411.584.10.01.788.10.2 9.20.8 7,194| 2.40 
Gas black 80. s.am.qs sate oe ee 1.8) 5.193.10.00.9.94.20.0 4.90.0 7,715) 2.54 
Gas. black Ady, oe Pee oe 2.6 7.190.30.00.992.50.1, 6.50.0 7,570) 2.48 
Gas black Kavist. see eee 5.3 10.484.20.11.188.00.110/70.0 7,106 | 2.35 
Acetylene black............. 0.0 0.599.30.20.2:99.60.0 0.00.0 7,978 2.68 

Carbenese.2 +20 Cowen (0.2:28.3 70.3/1.25.892.50.1 0.30.1) 9,580| 2.93. 
Peat.....ccceeeeereeeeeee++|7-5/61, 1/26 .8/4.6/6.0/51.7|2.2/34.7/0.8| 4,972 | 1,52 
Wood pulp. 4 on. eee 8.080.3)11.60.16.647.50.045.70.1 4,406 1.34 
Cartridge paper-ee meena eae 4.8 | 6.56.239.810.1 47 .2\0.2! 1.08 
; | | | | 


TaBLe 2.—Rate of Evaporation of Oxygen from Lampblacks and Other 


Absorbents 
| | | 
| J Evaporation Period, Minutes 
| | . Time of 
| Weight | = = =< 54 = 
Weight | of a a a | ee 
o | ar- |O0| 2) 4] 6] 8 | 10)/12)14)16/18) 
Material | Cart- tridge Oxygen | | | | |" ‘ 18 2022 
ridge after Ratio for |—— = 
| Grams | Soaking Exact 
Grams Com- Grams of Oxygen in Cartridge 
bustion after Evaporation 
amp black Wi un cance» « 29 208 15 179)157/141/125/112 100 88 76 66 56 
Lampblack Muiw.......0s. 37 208 10 171|150 134|117,|104| 89|78,65/56/46 
Lampblack Ba vine cass oe 28 213 12 185/158 138/119! 99| 83 66 54/43) 
hamp black Bei wnt wae oc 34 214 9 180|}150|131/111| 92) 74/58/46 36 
bampblackIDea..sssaeee 52 214 4 162)140,123/108 93) 78|66)52/40/31/23/18 
Lampblaek Busan saeco 40 211 9 171 147)131 117|105 92|82/72 | 
Lamp black Bisecncaniasitsns a 50 215 5 165|144/127)115/102| 89)77\68/58 
Rampblack iC... viewer eee 47 205 5 158/136)120}103| 88] 73/58 45/34 
Gas black Kees eee eee ees) 40 2k 8 173|152|1321112| 94] 77\64! | 
Gas black tA. wastes setirene 54 215 3 161|/140/118 100] 82 67\56 48/41) | 
GasthlackiSte ives eeteea ene 59 213 u 154/132|111) 93) 79 66 58 51\43|38 34/30 
Acetylene black............ 41 211 if 170|147|127\108| 91) 77\64/53 | 
WWioOd pl fen steers asestcral ayers ae 195 7 143/118] 96| 76) 58) 42 
Kieselguhrsiesn wesc. ciseciets ce 60 223 163)145)125'108| 92) 74\57|45/34 | 
Kieselguhr plus 40 % fuel oil. | 83 226 3 143|119| 98) 80} 61| 43)29|20 
Kieselguhr plus 50% coal | | 
GUSH! Sele hs Gietata west mte tens | 82 232 | 5 150|129/109| 90| 72) 53/38 28) 
| 
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easily packed; and gas black 8, which had been compressed at the factory 
_ and packed easily. It will be noticed that the rate of evaporation of 
oxygen from lampblack B is increasingly less than that of lampblack E. 
This decrease in evaporation rate is typical of those lampblacks that tend 
to contract in volume as the oxygen evaporates. The vacant space 
between wrapper and lampblack, filled with cold oxygen gas, acts as an 
insulating layer and causes a diminution in the evaporation rate. Lamp- 
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5 10 ; 15 
TIME OF EVAPORATION, MINUTES 
Fig. 2.—RATE OF EVAPORATION OF OXYGEN; 114 By 8 IN. CARTRIDGES. 


blacks of this character are fluffy and difficult to pack and, when packed, 
contain large pockets of occluded air. When the cartridges are soaked 
in liquid oxygen, the air is partly driven out and partly liquefied; and as 
the liquid evaporates, surface forces cause the contraction in volume. 
If such a cartridge is redipped, the evaporation rate is faster than before; 
while with easily packed lampblacks, such as E, oxygen evaporates at 
the same rate as after the first soaking. No relation is apparent between 
chemical analysis of the blacks and their behavior on packing, nor can 
any difference be observed under the microscope. In spite of the more 
favorable evaporation rate of lampblacks of type B, it is believed 
that lampblacks that pack easily to give a firm cartridge, such as H, 
are better suited for use in L.O.X. because they detonate at a uniform 
rate, whereas those of type B tend to give erratic rates of detonation. 
Gas blacks, such as §, are also in the desirable class. 
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Kieselguhr, Fig. 3, shows about the same efficiency as lampblacks of 
type E. When mixed with oil, less oxygen is absorbed initially and the 
evaporation rate in percentage of the oxygen absorbed is higher. The 
same condition exists when coal dust is mixed with kieselguhr. Wood 
pulp absorbs less oxygen initially than a lampblack cartridge of similar 
density, because of the low true density of wood pulp, and the percentage | 
evaporation rate is higher. 


a 
i= 


WEIGHT OF OXYGEN IN CARTRIDGE, GRAMS 


5 
TIME OF EVAPORATION, MINUTES 
Fic. 3.—RATE OF EVAPORATION OF OXYGEN; 114 By 8 IN. CARTRIDGES. 


Diameter of Cartridge 


The initial rate of evaporation of oxygen from a cartridge is roughly 
proportional to the surface exposed; or, neglecting the surface of the 
ends is proportional to 2rrl, where | is the length of the cartridge. The 
weight of material in the cartridge is, however, equal to zr’ld, where d is 
the apparent density or weight of cartridge per unit volume. The time, 
in minutes, that elapses between conditions of saturation and any other 


° . W ya. ° 
oxygen-carbon ratio is aE where W is weight of dry cartridge; 
re and fr represent weight ratios of oxygen to cartridge in saturated 
cartridge and at time ¢, respectively; H is average rate of evaporation 
during time t, expressed in grams per minute. For cartridges of different 
diameter but identical density and length, f, — f, is identical, and the 
2 


time or life to the given conditions is proportional to oF tO 
Tr 
With large cartridges where the surface of the ends becomes of influence, 


Spent; 
the ratio itr may be used as proportional to life, where J is constant. 
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TIME OF EVAPORATION, MINUTES 
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CARTRIDGE ON RATE OF EVAPORATION OF OXYGEN, 


LAMPBLACK C. 


Fria. 5.—EFFECT OF DIAMETER OF 
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Actually, however, while the initial rate of evaporation is roughly pro- 
portional to the diameter of the cartridge, the rate of evaporation over 
the life of the cartridge increases less rapidly with increased size of 
cartridge than would be indicated by the simple relationship: evaporation 
xr. This is due to the fact that, as cartridge diameter increases, the 
oxygen in the inner portions is insulated by an increasing layer of com- 
bustible material and cold oxygen vapor, and conduction from the outside 
is increasingly impeded. In Table 3 and Figs. 4, 5, and 6, are given 
evaporation data obtained with three lampblacks packed in cartridges 
from 1 to 4 in. in diameter. The data show that the life, to conditions 
of complete combustion, of a 2-in. cartridge is about twice that of a 
114-in. cartridge; while a 4-in. cartridge has 2.5 to 3 times the life of a 


BRMHEEL ALR LAE 
EEEEEEE EEE 
EEE EEE Eee 


OXYGEN, GRAMS PER GRAM OF CARTRIDGE 


0 Ch 20 30 40 rr Go 70 80 
TIME OF EVAPORATION, MINUTES 


Fic. 6.—EFFECT OF SIZB ON EVAPORATION RATE; LAMPBLACK L. 


2-in. cartridge. The cartridges of a given lampblack varied slightly in 
density, but the results indicate what might be expected in practice, for 
large cartridges usually pack to somewhat lower density. 


Environment 


Evaporation in the bore hole is somewhat less rapid than in open air, 
as is shown in Fig. 7. These data were obtained in a bore hole, 114 in. in 
diameter by 8 ft. long, in concrete and are averages obtained from five 
cartridges in the bore hole. The life to the exact combustion point is 
increased about 20 per cent. over that in still air, as a result of the insulat- 
ing effect of the cold oxygen gas surrounding the cartridges. Evapora- 
tion in moving air is more rapid than in still air. 
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2 


Cartridge Paper 

Cartridge paper for L.O.X. should absorb oxygen readily, have good 
mechanical strength after soaking, and be a good heat insulator. A 
grade of hard fiber cotton rag paper 0.007 in. thick has been used in the 
present work, and was suggested to the writer by George B. Holderer of the 
Air Reduction Co. Non-absorbent papers, such as thin wrapping paper, 
have been used by several commercial organizations with success. They 
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Fig. 7.—CoMParISON BETWEEN RATE OF EVAPORATION IN BORE HOLE AND IN AIR; 
1, BORE HOLE; 2, STILL AIR; 3, WIND. 


have the advantage of cheapness, but cartridges with such wrappers take 
considerably longer to saturate, as the liquid must soak in through the 
bottom of the cartridge. From the point of view of rate of evaporation, 

the absorbent papers are somewhat more efficient. Various types of 
insulating wrapper have been proposed, but have the common disadvan- 
tage of taking up considerable space and decreasing the strength per unit 
volume of cartridge. It is believed that an absorbent paper wrapper of 
the type used in the present work should prove most suitable for general 
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_ purposes. Table 4 shows rate of evaporation of oxygen from cartridges 
_ of lampblack E packed in different wrappers. 


_ Taste 4.—Evaporation of Lampblack Cartridges with Different Wrappers 
perenne 2115 fs eS a ee eee 


Weight of biyees he Cartridge, Weight | Weight 
rd of of 
Wrapper Ceres hg 
Min. Min. Min. Min. Min. Min. Grams Grams 
Hard fiber cotton rag paper 0.007 in. 
thick al thicknesst: o. eee 173 | 1389 | 112| 86 | 64 | 45 31 3.0 
Hard fiber cotton rag paper 0.007 in. : 
thick, 2 thicknesses.............. 171} 139)) 113) 88) 65") 47 34 5.0 
Hard fiber cotton rag paper 0.007 in. 
thick, 3 thicknesses. ...2. 0... 4. PLO L4S LL 745 92 |e eieo3 37 7.0 
Newsprint paper, 2 thicknesses. .... 174 | 138| 111] 88 | 68 | 50 28 3.0 
Wrapping paper, 0.006 in. thick, 2 | 
UDICKMESSES cae ss cine ctor | 171 | 186 | 105] 79 | 58 | 43 37 8.0 
Paper toweling, 2 thicknesses....... 72140 1121885 1650) 45 34 5.0 
Dynamite wrapper, not paraffined... 165| 133/105) 79 | 56) 40 35 Ud) 
Dynamite wrapper, paraffined...... }151|109| 77} 52 | 36 | 24 42 12.0 


EXPLOSIVE PROPERTIES—THEORETICAL CONSIDERATIONS 


The effect produced by an explosive in a bore hole depends on the 
energy and gas volume developed by unit weight of explosive, the loading 
density, and the rate at which the explosive reaction takes place. By 
making use of certain physical constants, it is possible to calculate the 
theoretical explosion temperature developed by an explosive, the energy 
density, and the maximum pressure produced—neglecting radiation and 
conduction. The method of calculation as applied to ordinary explosives 
requires some modification when used for L.O.X. Calculations are set 
forth in another paper by the writer* where it is shown that the experi- 
mental results given in the present paper may be predicted from 
theoretical considerations. 


ExpLosiveE Testing Mrtuops? 


The total energy of an explosive may be obtained by measuring in a 
calorimeter the heat evolved by the explosion. This represents the maxi- 
mum capacity of the explosive for accomplishing work. In practice, 
however, the heated gases are cooled by radiation and conduction to the 
rock, and the actual work done is always a fraction of that which could 
theoretically be accomplished. 


3 Future publication. sve 
4 Clarence Hall, W. O. Snelling, and S. P. Hall: Investigations of Explosives Used 


in Coal Mines. Bur. of Mines Bull. 15 (1912) 197, 
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When studying explosive properties, we distinguish between the 
propulsive or heaving effect and the disruptive or shattering effect. The 
magnitude of the propulsive effect depends on the total pressure produced 
by the explosive reaction, while the shattering effect depends on the speed 
at which the pressure is produced. No single piece of apparatus has been 
devised that will measure both the propulsive and disruptive effect. 
In the present work, the relative propulsive force of L.O.X. cartridges 
has been measured by the ballistic pendulum, and relative disruptive 
effect by measurement of the rate of detonation. Some determinations 
of the pressure produced have been made in the Bichel gage. 


Votume Basis Usep IN CompaARING STRENGTH OF L.O.X. CARTRIDGES 


In recording the results of strength tests of ordinary explosives, it is 
customary to use the weight basis as the standard of comparison. This is 
logical because such explosives are of unchanging composition, and for 
every pound purchased a pound may be charged into the bore hole. But 
with L.O.X., only about half of the oxygen produced in the plant is 
present in the saturated cartridges, because of losses in transportation, 
etc., and the cartridges begin to lose further quantities of oxygen imme- 
diately on removal from the liquid. Furthermore, the magnitude of 
these losses is a variable, depending on efficiency of containers, manipula- 
tion, and character of the cartridges, which change with local conditions. 

It is misleading to use as the basis of comparison the weight of the 
L.O.X. cartridge at the moment of firing, because the loss in weight as 
oxygen evaporates is not necessarily accompanied by a proportionate loss 
in explosive strength. For example 114 by 8.6 in. cartridges, packed 
with lampblack, weighing 40 gm., volume 172 ec. c., were fired at 5, 10, 15, 
and 20 min. after removal from the oxygen, and the unit deflective charge 
calculated on the basis of the weight of cartridge plus oxygen at time of 
firing; also the volume of cartridge necessary to give the same deflection 
(3.30 in.) as 227 gm. of the standard 40-per-cent. dynamite, as follows: 


Weight of Unit Deflective Charge 


| 
Time 2 | Fe 
pegperaion | put Svea, | “Bupa : 
| Grams wee | Grams | Cubic Centimeters 
5 | 171 3.38 | 167 | 168 
10 | 134 2.92 | 151 | 194 
Sen 98 Mare rye le 124 | 217° 
20 | 33 2.40 45 | 237 


| | | 


ee _SSSSSSSSSSSSSSees 


On the weight basis, the explosive is stronger with increase in time, but 
the decreasing swing of the pendulum shows that the cartridges become 
weaker as oxygen evaporates. Inasmuch as the weight of the cartridge 
at any time of firing bears no known relation to the cost, there seems no 
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good reason for using the weight basis of comparison. On the volume 
basis, the unit deflective charge at 5 min. is 168 ¢. c. andat20 min. , 237 ¢. ¢. 
I; The density of the standard dynamite is 1. 32, and the volume fs 227 gm. 

is 172 ¢. ¢, hence the L.O.X. cartridge has i = 102 per cent. the 


strength of 40-per-cent. dynamite if fired at & min., and a = 73 per 


cent. the strength of dynamite when fired at 20 min. Thef oregoing basis 
of comparison has been used in the present work with L.O.X. cartridges. 
Tests oF L.O.X. in Bauuistic PenpULUM 


Table 6 shows the relative explosive strength, as determined by the 
ballistic pendulum, of lampblack cartridges of densities varying from 
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Ee OF EVAPORATION, MINUTES 


Fic. 8.—RELATIVE STRENGTH AS SHOWN BY BALLISTIC PENDULUM OF LAMPBLACK 
AND GAS-BLACK CARTRIDGES OF VARIOUS DENSITIES. 1, LAMPBLACK Hj, 0.175 GM PER 
C.c.; 2, LAMPBLACK HE, 0.23 GM. PERC. C.; 3, GAS BLACK ES, 0.29 am. PERC. c.; 5, GAS 
BLACK 8, 0.38 GM. PER Cc. ¢c.; 7, GAS BLACK TS, 0.49 eM. PER C. C.; 8, GAS BLACK An 


0.58 GM. PER C. C. 

0.17 to 0.58 gm.’per ec. c. at times of evaporation varying from 5 to 25 min. 
Similar data are given for a number of other combustible mixtures; the 
data are plotted in Figs. 8to 12. The cartridge wrappers, weight 5 gm., 
were made of two thicknesses of absorbent hard fiber cotton rag paper 
and were 114 in. outside diameter by 8.6 in. long, having the same volume 
as 227 gm. of the standard dynamite. Because of a number of variables, 
the deflection of the pendulum produced by the standard dynamite 
varies slightly from day to day. For comparative purposes, the deflec- 
tions given in Table 6 have been corrected to correspond to a standard 
deflection of 3.30in. for 227 gm. of dynamite. The deflection of the pendu- 
lum has been taken as proportional to the weight of the charge, an 
assumption not strictly true, but sufficiently accurate considering other 


experimental errors. 
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Table 7 shows:comparative strength of two series of cartridges packed 
to such density that, at a given time, the oxygen ratio is 2.4 and 1.5, 
respectively. 


Conclusions 


Conclusions to be drawn from Tables 6 and 7 and Figs. 6 to 10 are 
as follows: 

1. For lampblack cartridges 114 in. in diameter, the optimum packing 
density, for general use, is about 0.30 gm. per c.c. These cartridges have 
a life, for evaporation to conditions of complete combustion, of 5 min. and, 
at this time, a propulsive strength per unit volume 15 per cent. greater 
than the standard dynamite; after 25 min. evaporation the strength is 
still 65 per cent. that of dynamite. 

2. If the presence of carbon monoxide in the products of the explosion 
is undesirable, lighter packing densities must be used for loading opera- 
tions taking longer than 5 min., see Table 7. For example, a cartridge 
weighing 0.27 gm. per c. c. will have sufficient oxygen for complete com- 
bustion after 8 min. evaporation and propulsive strength per unit volume 
97 per cent. that of dynamite; a cartridge weighing 0.23 gm. per c. c. may 
be fired at 10 min. with a strength 87 per cent. that of dynamite; and a 
cartridge weighing 0.175 gm. per c. c. may be fired in 14 min. with a 
strength 70 per cent. that of dynamite. 

3. As the cartridges lose weight through evaporation of oxygen, the 
propulsive strength does not show a proportional decrease. For car- 
tridges of a given weight, the difference in strength between a cartridge 
fired when the ratio of oxygen to carbon is 2.4 and a cartridge fired when 
this ratio is 1.3, is only 15 to 20 per cent. 

4. Due to the low latent heat of vaporization of liquid oxygen, excess 
oxygen over that required for complete combustion gives increased 
strength. For example, a cartridge fired when the oxygen-carbon ratio 
was 3.5, was 12 per cent. stronger per unit weight than a similar cartridge 
fired when the ratio was 2.4. 

5. The strength per unit weight, for a given oxygen-cartridge ratio, 
decreases with increasing density, as shown in Fig. 9. For example, a 
cartridge of lampblack E, density 0.23 gm. per c. c., fired when the oxygen 
ratio was 1.45, gave a deflection of 0.065 in. per gm. of cartridge; while 
a cartridge of gas black S, density 0.38 gm. per ec. ¢c., fired when the ratio 
was 1.48, gave but 0.053 in. per gm. of cartridge. That the decrease in 
explosive effect per gram of material is not due to any peculiarity of the 
different lampblacks other than density, is shown by results with cartridge 
9, which was composed of 50 per cent. gas black S and 50 per cent. of the 
inert material, kieselguhr. The deflection per gram of combustible was 
0.65 in. when the weight ratio of oxygen to cartridge was 1.48, as against 
0.53 in. for the undiluted black, showing that the effect is connected with 
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TaBLE 7 —Relative Strength of Cartridges of Such Density That at Given 
Time of Evaporation Oxygen Ratio is 2.4 and 1.5 


Cartridge Density When Oxygen | Per Cent. Propulsive Strengthe When 


Time of Ratio is Oxygen Ratio is 
Evaporation, | _=a% 
inutes l as" i, it ae 3 yi 
2.4 1.5 42.4 1.5 
ag. | Le 2 pt | 
5 0.29 0.485 112 116 
8 | = ORF O.SSar > - “97 108 
10 0.23 0.335 87 100 
12 0.20 / 0.29 | 77 93 
14 0.175 0.25 


| : | 70 85 


* As measured by ballistic pendulum, compared with 40 per cent. standard dyna- 
mite, volume basis. 
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DENSITY OF DRY CARTRIDGE, GRAMS PER CUBIC CENTIMETER 


9.—RELATIVE STRENGTH OF LAMPBLACK AND GAS-BLACK CARTRIDGES PLOTTED 
AGAINST DENSITY. 


Fie. 


the density of the combustible material. As radiation from a gas is 
proportional to the square root of the density, it seems probable that the 
percentage loss by radiation is greater in the case of the heavier cartridges, 
because of the greater gas density produced. 

6. While carbene is initially about 8 per cent. stronger on a weight 
basis than lampblack, this material shows a disadvantage over lampblack 
because of the more rapid loss in strength as a result of the higher rate 
of evaporation of oxygen from this material. 

7. Oil-kieselguhr mixtures have fairly good initial strength, but lose 
strength rapidly as time of evaporation increases. For example, a mix- 
ture of 40 per cent. fuel oil with 60 per cent. kieselguhr had a strength 90 
per cent. that of dynamite at 5 min., but by 15 min. had fallen to 45 


per cent. 
VOL. Lxx1.—80 
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OXYGEN, GRAMS PER GRAM OF CARTRIDGE 
Fig. 11.—RELATION BETWEEN OXYGEN CONTENT PER GRAM OF CARTRIDGE AT TIME 
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8. Other mixtures containing no lampblack, such as oil-wood pulp, 
coal dust-kieselguhr, peat-kieselguhr, show good initial strength, but 
because of rapid loss of oxygen by evaporation they lose their effective- 
ness more rapidly than the lampblack. 

9. Admixture of 20 per cent. lampblack with wood pulp increases 
its retentivity of oxygen so that, for periods of, firing up to 10 min., it 
shows the same strength as a lampblack cartridge of density 0.23. 


\ 


4.5 


Sol Sl 
COCR 

Gisi5 co IV Geena 
Nice ete eet 11] aie 
Nero mer) 1] 


3.5 


OXYGEN, GRAMS PER GRAM OF CARTRIDGE 


10 20 
TIME OF EVAPORATION, MINUTES 


Fiqg. 12.—RatTE OF EVAPORATION IN BALLISTIC CANNON. 


10. Admixture of aluminum or ferrosilicon to lampblack does not 
materially affect the explosive strength. ; 

11. A cartridge packed with a mixture of 91 per cent. powdered alumi- 
num and 9 per cent. kieselguhr showed a strength, after 8 min, evapora- 
tion, about equal to a lampblack cartridge of density 0.23. The gases 
produced by the cartridge paper are sufficient to account for only a frac- 
tion of the explosive strength if the combustion of aluminum 1s assumed 
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to produce no gas. The boiling point of aluminum oxide is 2210° C 
and gaseous aluminum oxide is undoubtedly present at the instant of 
explosion; see also Table 9. 

12. Comparison of these data with Table 3 shows the desirability 
of cartridges of as large diameter as feasible. For example, with 2-in. 
cartridges the time figures given in Tables 6 and 7 would be doubled. 
For quarry work, where 5-in. cartridges may be used, a large variety of 
cheap materials are available on account of the greatly increased life of. 
these cartridges. 


Gaszs Evotvep AND Pressure Propucep As DETERMINED IN BICHEL 
GAGE 


A number of experiments have been carried out in the Bichel gage to 
determine products of combustion of L.O.X. cartridges fired after different 
periods of evaporation. In the procedure employed with ordinary 
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OF EVAPORATION BEFORE FIRING, MINUTES: . 


I'ia. 13.—CoMPOSsITION OF GASEOUS PRODUCTS OF EXPLOSION AS MEASURED IN BICHEL 
GAGE}; LAMPBLACK D, DENSITY 0.224 GM. PER C. c. 


explosives, the gage is evacuated before firing. As this is impossible with 
L.O.X., in conducting these tests the cartridge is allowed to evaporate in 
the gage with the vent valve open until the instant before firing. By 
this procedure, the cartridge is fired in an atmosphere of nearly pure oxy- 
gen, which also takes part in the explosive reaction. Results obtained 
with the Bichel gage are interesting, but give little additional information 
over that obtained by an evaporation test and a measurement of propul- 
sive strength in the ballistic cannon. The amount of carbon monoxide 
to be expected can be predicted fairly well from evaporation test data, 
and the pressures as measured by the gage agree fairly well with results 
of the ballistic pendulum tests. Table 8 and Figs. 13 and 14 give data 
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4 


_ obtained by firing cartridges packed with lampblack D and gas black S 
_ after different evaporation periods. Table 9 gives data obtained with 
_ cartridges 114 by 6 in. (weight of wrapper 5 gm.) packed with various com- 

_ bustible mixtures, and shows volume of gases produced, gas composition, 

and maximum pressure produced as measured by the recording gage. 

Table 10 gives data obtained with gas black §, a8 determined with three 

cooling surfaces, in order to calculate the pressure that the explo- 

sive should theoretically develop if detonated when confined in its 

own volume. , 
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TIME OF EVAPORATION BEFORE FIRING, MINUTES 


Fig. 14.—CoMPposITION OF GASEOUS PRODUCTS OF EXPLOSION AS MEASURED IN BICHEL 
GAGE; GAS BLACKS, DENSITY 0.37 GM. PER C. Cc. 


TaBLE 8.—Products of Combustion after Different Evaporation Periods 


g ae 4 g g 0 & Composition of Gases 

3S a e SEs oO & 8 <a s 2, 
wig | 23, | OHS | Bee | S895 Sipeetl ; 
ees | Bis | 80a | a8, | Slee | c2] 82) o52) si \ze3l 23 
gee | BSE | ata aPaA Leet [gA° [ot |B*O |r Ber eNO 
Lampblack D, 1% by 12 in. cartridges : : 
5 52 2.34 ori 100.7 | 85.6) 12.7; 0.3) 0.0] 0.0) 1.4 
7 53 ip 2rae 2.3 97.3 | 79.3] 0.0 16.5 2.1 0.3 1.8 
13 52) 82. 84g se Lal 92.5 | 38.3 0.0) 54.7, 6.1 0.0 0.9 
15. |) 52 2.34 1.2 | 79.1 | 21.0) 0.0) 68.4) 9.6 0.0 1.0 
| | eet lees | en 
Gas black S, 114 by 8 in. cartridges , te 
Cre a) 2.40 2404 | 108 87.0 0.0) 9.2; 0.8) 0.0) 3.0 
10 60 2.40 1.15 | 108 | 18.3 0.0 73.2, 0.0 0.0 0.8 
15 58 2.40 0.80 105 0.9] 0.0) 84.0) 12.5) 0.0! 2.6 
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Rate or Detonation or L.O.X. Cartripcss 


Results obtained with the ballistic pendulum represent the heaving 

: effect of an explosive. In determining the efficacy of an explosive, the 

i velocity of propagation of the explosion wave must be considered ae this 

determines the speed at which the energy is liberated. The more rapid 

the rate of detonation, the greater will be the shattering effect of 
the explosive. 


TABLE 10.—Determination of Pressure Developed in Own Volume 


Gas black §S, time of evaporation 10 min., weight of dope and wrapper 52 gm., weight 
of Os present at time of firing 93 gm., total weight of charge, 145 gm. 


Gooli | . | 2 : 
Bete Cottinctes = ema Kilograms per Wilograms per 
| Square Centimeter Square Centimeter 
A 3914 | 32.25 100.78 
3914 | 33.50 104.69 
3914 | 33.50 104.69 103.39 
B 6555 28.00 ae 87.50 
6555 | 30.50 95.31 91.40 
C 7624 | 29.50 92.19 
7624 | 30.00 93.75 92.97 
| | 


P=1.911A + 0.5B — 1.411C 
= (1.911 X 103.39) + (0.5 K 91.40) — (1.411 X 92.97). 
= 112.1 kg. per sq. cm. 
Let pressure in its own volume be M@ 
VPS 
a carr 
where W = 145 gm. and S = 0.83 gm. per sq. cm. 

Rates of detonation of L.O.X. cartridge have been determined by the 
Dautriche method. Table 11 shows rates for a number of cartridge 
compositions; Table 12 shows rates of detonation of a lampblack 
cartridge at different evaporation periods before firing. 


= 9625 kg. per sq. cm. 


Conclusions 
Conclusions to be drawn from the data in Table 11 are as follows: 
1. The rate of deéonation of gas-black cartridges varies from 4900 to 


6200 m. per sec., increasing with the density. 
2. The rate of detonation of lampblack cartridges varies from 4200 


to 5000 m. per sec., increasing with the density. 
3. Loosely packed lampblack cartridges detonate erratically, giving 


rates varying from 1000 to 5000 m. per sec. 
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4. Mixtures of oil and kieselguhr detonate at around 3200 m. per sec. ; 
mixtures of oil and magnesium carbonate, containing up to 40 per cent. 
oil detonate around 4000 m. per sec.; while higher percentages of oil 
detonate around 3200 m. per sec. 


TaBLE 11.—Rate of Detonation of L.O.X. Cartridges 


[Time of | pate of 

Material Grams | bee pe | eee 

iampblack IMioyen + cas cere emer eat tere ser ste 34 8 1000-5275 q 
(loosely packed) 

ampblack cM no.staae te eek ate nets aie coer 42 6 5100 ; 
hampblacksBias. ai sabato ea eeemnereaesatseks ce eee ee | 50 5 800-4000 
Lampblack: Cry asa cna. mgerattee ee olen ane 5 oe 49 5 5100 
Tham pblaek Hy. <scigpcke eed tet Peace tpn oats osha ae 30 10 4200 
Lampblack:D ae srnccncc ter erner tere ncuae ts ae cero 52 5 5000 
Gas: black! Kix0 x. jen ee eee ee cist hd | 45 7 4900 
Gas black "An acinccccs cio ce re re eed trae ote 55 4 5300 
Gas black: Sto ca.ccese oe oe meee ets as = 50 6 5000 
Gas: black S....tate ate eee meee ns oro. 60 3 6200 
Acetylene black=2)- eee ice eee eres es ctl 42 8 4350 
29:9, fuel(oi S(looukiese| cult ser eee ois | 70 5 - 3100 
35.5 % fuel oil, 64:5 % kieselguhr................ i. tes 5 3150 
40 % fuel oil, 60% kieselguhr................... es i 3 3200 
28:69o-tuelioil 7494 MeCOste cy ciceins selene = Oo 8 3600 
40\%atuel oil n60.cz Mg COpaearren creer. aie bare 4 4000 
HOSuelious SO a Nie COs neers eee nea 85 2 3200 
60'%-fuel oll 401 MeCOs ne are oe eee eee - 110 2 3200 
15:% fuel oil, 85% wood pulp.-.-.-.........-..| 58 3 4250 
20 % lampblack D, 80% wood pulp............. 55 3 4800 
20 % kieselguhr, 80% lampblack D.............. 55 3 4510 
55 % coal dust, 45% kieselguhr.........0.......| 78 3 Misfire 
20% aluminum, 80% lampblack D............. 55 5 4800 
Carbenos..25.. a. sarees eee ey eee Te tees 42 5 5200 
50% coal dust, 45% kieselguhr, 5% carbene...... 15 oy | 1000-3500 


TABLE 12.—Effect of Evaporation Time on Rate of Detonation 
Lampblack D, 1% by 8 in. cartridges, weight 68 gm. 


ae | Orper Gram, Grams Urea een 
4 2.68 5350 
6 2.40 5220 
9 1.78 5250 
2 1.69 5090 
22 0.85 5270 
27 0.68 4860 
30 0.56 4670 
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5. The rate of detonation is determined by the constituent present in 
the finest state of subdivision; for example; a mixture of 20 per cent. 
ampblack and 80 per cent. wood pulp detonates at 4800 m. per sec., or 
nearly the same as lampblack alone. 

6. Mixtures containing coarse non-absorbent particles, such as coal 
_ dust, detonate at low rates and erratically, from 1900 to 3500 m. per sec. 
| 7. Addition of aluminum to lampblack does not affect the rate of 

detonation appreciably. 

8. Addition of 20 per cent. kieselguhr lowers the rate about 500 m. 
per sec. 

9. Lampblack cartridges detonate at practically the same rate, what- 
ever the time of evaporation before firing. : 


| 


EXPLOSION BY INFLUENCE TESTS 


When an explosive is charged into a bore hole, all the cartridges may not 
be in contact with one another, but may be separated at some point by 
an air gap. The explosion by influence test is designed to show the air 
gap between cartridges over which the explosion wave may be transmitted. 

In the tests with L.O.X., the test has been conducted by rolling two 
cartridges in two thicknesses of wrapping paper with the desired gap 
between the cartridges and detonating one of the cartridges. The test 
is conducted with successively increasing distances between cartridges, 
until no detonation of the second cartridge is obtained. The maximum 
distance over which the explosion will always be propagated is shown in 
Table 13. 
TaBLE 13.—Sensitivity to Explosion by Influence 


| Maximum 


Weight of | Weight Firing | Distance 
Material Cartridge, of O2, Time, | of 
Grams Grams Minutes | Explosion, 
Inches 
PEA DISCAL) jie... sancouien: voters 4: 50 210 4 6 
PNCepyiene Dlsele), 1. aera 6: Al 211 4 6 
Garbonsblacksitsteie cee cee, ae eee ae eel = 63 223 3 30 
bea A ARs e eos tle sc oUs06 meso oseNe 40 220 6 20 
GAT ONGM eT ec aha. Oe CR Oe gen ce 40 | 200 3 20+ 
18.4 % naphthalene, 81.6% lampblack D.... 52 210 3 20 
14.3 % carbene, 85.7 lampblack D.......... 54 212 4 20 
15 % gilsonite, 85% lampblack D........... 55 210 4A 20 
40% fuel oil, 60 % kieselguhr............... 75 205 4 12 


LT eee ee ee ee 

The tests show that lampblacks containing but a small amount of 
volatile matter are rather insensitive to explosion by influence, the gap 
jumped being 6 in. In the case of lampblack, such as E, containing more 
volatile matter, the gap increases to 20 in. Cartridges of the dense gas 
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black S jump a gap of 30 in. Carbene cartridges are sensitive over at 
least 20 in.; insufficient material was available to make further tests of 
this material. The addition of naphthalene, carbene, or gilsonite to an 
insensitive lampblack, such as D, increase the gap jumped to 20 in. The 
kieselguhr-oil mixtures jump a gap of 12 in. Hydrocarbons evidently 
tend to make the mixture more sensitive to explosion by influence. 


Sensitivity or L.O.X. To ExpLosion BY IMPACT 


A few experiments have been made to determine the sensitivity of 
various L.O.X. mixtures to explosion by impact, using the large impact 
device’ at the Bureau testing station. Gas black and carbene require a 
drop of 20 em. for explosion and a gas black-ferrosilicon mixture, 2.5 em. 
Commercial dynamites require a drop of 5 to 10 cm. 


Detonation oF L.O.X. with Fuse ALONE 
Liquid-oxygen cartridges burn without detonation when unconfined. 


When confined in the bore hole, the lampblack and gas-black cartridges _ 


sometimes burn without explosion but very frequently detonate. Car- 
tridges containing hydrocarbons, such as petroleum oil, gilsonite, or car- 
bene, always detonate if ignited under confinement. There is reason to 


believe, however, that the rate of detonation is considerably less than — 


when these cartridges are detonated by a fulminate cap or other 
detonating agent. In Germany, when a brisant effect is not desired, 
no detonator is employed. Experiments are in progress to determine 
the feasibility of blasting with certain mixtures without the use of 
a detonator. 

The present investigation has endeavored to determine the factors 
governing the explosive properties of typical combustible materials used 
in L.O.X. in the hope that such fundamental data will be of assistance in 
developing cartridges suitable for various blasting operations. Further 
work is in progress in which different cartridge compositions are being 
tested in actual blasting. 
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Bull. 66, (1918) 17. 


: DISCUSSION 1275 


DISCUSSION 


_ Georce 8. Ricz,* Washington, D. C.—It is well to state to a meeting 


‘ of coal-mining men that the Bureau of Mines does not advocate the use 
of liquid-oxygen explosive in coal mines, for while the flame is short, it is 


of long duration and there is no reasonable hope ef making this a permis- 
sible explosive for use in coal mines. During the war, when there was a 
shortage of nitrate (practically at the beginning of the war), we saw a 
notice in the German papers that they weré starting to use these explo- 


' sives and the Bureau at once began its investigations of the subject. 


The explosive is being used to advantage by a few companies in South 
America and I understand it is being used at a quarry in Pennsylvania. 
The Bureau was obliged to put aside its investigation of “L.O.X.” for 
awhile but renewed it a little over a year ago. 

This explosive is composed primarily of oxygen and carbonaceous 
material. The carbonaceous material may be a great variety of things. 
It is so easy to make an explosive in that way that liquid oxygen has been 
somewhat misjudged from the start. After seeing it used during the 
Armistice period in the Lorraine iron mines, where it had been extensively 
used, I felt that it was a good deal easier to use than it later proved to be. 
They fired one shot at a time and thereby made its use comparatively 
easy. It worked very well there. Something like 60 per cent. of the 
Lorraine iron ore is mined by its use. 

When liquid oxygen was used in rounds of shots in underground work, 
there was increasing danger. Also, the tendency is for the one-man drill. 
With the decrease in the dimension of cartridges, there is an increase in 
the rate of evaporation. The cartridge must be fired within a certain 
period. In the first stage there is excess of liquid oxygen and practically 
no poisonous fumes result, but only CO, is produced; but after five or 
ten minutes have passed, on discharge carbon monoxide is formed in 
increasing quantities. The explosive has the virtue that there are no 
misfires to dig out. 

In quarrying, it has a great field, which has not been fully developed. 
I saw it used last year in blasting down 6000 tons of rock in a quarry; 
the previous summer in France I had seen it used at a limestone quarry 
to bring down 10,000 tons of rock. When used that way with the 
large cartridges, the evaporation is much slower; I think that one of the 
largest fields will be in that direction. During the war Germany used 
it in all except the most gaseous mines; it was the universal com- 
mercial explosive. The military authorities wanted the nitrate for 
military ammunition. 


* Chief Mining Engineer, Bureau of Mines. 


1276 INCREASING PRODUCTION OF PETROLEUM 


Increasing Production of Petroleum by Increasing 
Diameter of Wells 


By Lester C. Uren,* BerKe.ey, Catir. 


(New York Meeting, February, 1925) 


PETROLEUM occurs, in nature, as a fluid saturating the pore spaces 
between the grains of porous rocks or aggregations of rock particles such 
as sand, sandstone, conglomerate, shale, limestone, etc. The oil, under 
the influence of gas pressure, hydrostatic pressure, gravity, earth pressure, 
and, perhaps, other natural forces, is caused to flow through the porous 
‘reservoir rock’? into wells penetrating the stratum in which the oil 
occurs. The principal moving force is the pressure of dissolved or 
occluded natural gas within the oil, though this force is assisted by 
. gravity and by the hydrostatic or buoyant pressure of ground water 
about the edges of the ‘‘pool.”” The wells, providing outlets to the 
surface, are centers of reduced pressure and the flow of rock fluids into 
a particular well is usually an expression of the difference in pressure 
existing between the space within the well and that of the stored oil 
within the reservoir rock. The greater this differential pressure, the 
more rapidly will oil flow from the source rock into the well. Opposing 
movement of the oil from the reservoir rock into the well are certain 
natural forces related to the rock structure, such as pore friction and 
capillarity, and certain others related to the physical properties of the 
oil, such as viscosity and adhesion. The differential pressure between 
the well and the boundaries of the area drained by it must be sufficient 
to overcome the forces opposing flow if there is to be movement of oil 
into the well. If by any device the resistance to movement of the oil 
may be reduced, the oil will flow into the well at a more rapid rate and 
the effective area of Seas aes be increased. 


* Associate Professor of Petroleum Tn eIeeH ns. nese of - California. 
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_ Revation or VartaBues Governina Fiow or LIQUIDS THROUGH 
SANDS 


; It has been shown by King! that both water and oil flowing at low 

_ velocities through sands follow, in a general way, the laws of viscous 
flow, a condition which in the case of flow through a cylindrical tube, 
is expressed by the formula of Poiseuille: 


0.000668 Z L V 


| Ds: oe 3 (1) 


in which P = pressure drop, in pounds per square inch; Z = absolute 
viscosity of oil in centipoises; L = length of tube, in feet; V = average 
linear velocity of flow, in feet per second; S = specific gravity of fluid; 
and D = inside diameter of tube, in inches. 


Circumference of Drainage Areas 
4 


o 
Cc B A 
Circumference A: O) irich ° 
f 20-71% Well : One square inch on the wall of a 6-in. 
CLAN well. (Equivalent to area ABCD). 


=~ 


8: Forty square inches on the wall ofa 
20-foot well. (Equivalent to area EFGH). 


C: Twelve hundred square inches on the 
periphery of @ 600-foot drainage 
cone. (Equivalent to area |JKL). 


Erg. 1: Fie. 2. 
Fic. 1.—HorizoNTAL, WEDGE-SHAPED SEGMENT OF DRAINAGE AREA OF A WELL, 
SHOWING INCREASE IN CROSS-SECTIONAL AREA AVAILABLE FOR OIL FLOW RESULTING 


FROM INCREASE IN DIAMETER OF WELL. 
Fig. 2.—RELATIVE CROSS-SECTIONS OF DRAINAGE WEDGE 3 IN., 10 Fr., AND 300 FT., 


FROM AXIS OF WELL. 


According to this formula, the pressure loss varies directly with the 
velocity and inversely with the area of cross-section through which flow 
occurs; that is, doubling the effective pressure doubles the rate of 
flow, or, assuming that the velocity remains constant, doubling the 
cross-sectional flow area reduces the pressure loss one-half. 


1 ¥, H. King: Principles and Conditions of Movements of Ground Water. U. 8. 
Geol. Sur. 19th. Ann. Rept., part 2 (1897-98). 
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A horizontal, wedge-shaped segment of drainage area of a well is 
shown in Fig. 1. If it is assumed that the well is 6 in. in diameter and 
that it is effective in drawing oil from a circular area 600 ft. in diameter 
with the well as a center, by substitution in the formula, it will be found 
that a large part of the energy latent within the oil is expended in moving 
it through the sand within 10 ft. of the well. This is because of the 
great constriction in cross-sectional area of the segment as the well is 
approached. Thus, in Fig. 1, if the area ABCD cut by the segment on 
the wall of the 6-in. well is 1 in. square, the same segment will intercept 
40 sq. in. (EFGH) on the wall of a concentric 20-ft. well. Hence the 
rate of flow of oil through section ABCD is forty times that through 
section EFGH and the pressure loss per linear unit of travel is corre- 
spondingly great. This assumes that all the oil passing ABCD also 
passes EFGH, which is not, of course, exactly true as the volume of flow 
increases as the well is approached. At section IJ KL, on the circum- 
ference of the drainage area, the flow is theoretically zero and the area 
is 1200 sq.in. Because of the extremely low velocities in the outer half 
of the drainage area, the pressure loss is almost negligible. In Fig. 2, 
squares equivalent to the cross-sectional areas ABCD, EFGH, and IJ- 
KL are drawn to scale to indicate the relative size of the spaces through 
which the oil must move. 

It is apparent that enlarging the well will increase the effective area 
through which oil enters, and as the pressure behind or within the oil is 
unaltered, the rate of flow will increase and a larger quantity of fluid 
will enter the well. The result is analogous to that obtained by enlarging 
the diameter of a pipe through which water flows. If the effective 
pressure remains constant, the larger pipe will deliver a greater quantity 
of fluid. 

In applying the principle of the Poiseuille formula, Slichter? has 
computed the following equation for the flow of liquids through cylin- 
drical tubes filled with sand: 

0.2012pd?s 


oar ulK (2) 


in which Q = quantity of fluid flowing, in cubic feet per minute; p = 
pressure drop, expressed in feet of water; s = area of cross-section of 
tube, in square feet; d = “effective diameter” of sand grains, in milli- 
meters; wu = absolute viscosity of fluid, in poises; 1 = length of drainage 
channel, in feet; and K = constant, depending on the porosity of sand. 

From Slichter’s results, the constant K varies greatly with the size 
of the sand grains. If o represents the percentage porosity, K will 
vary as some function of 0; that is, K = C; 0%. From Table III of 
Slichter’s Field Measurements of the Rate of Movement of Under- 


2C. 8. Slichter: Theoretical Investigation of the Motion of Ground Wat R 
Geol. Sur. 19th’ Ann. Rept., part 2 (1897-98), ers. U.S, 
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ground Waters,’ it is possible to compute the value of the exponent 
for 0, which enables us to write equation (2) as follows: 
j ex Cpd?so3:3 
Q= ul (3) 
| in which C = constant equivalent to 0.2012 x C;. If L is taken as the 
_ radius of the drainage area of a well, r the radius of the well, and ¢ the 
_ thickness of the oil sand from which it produces (all expressed in feet) we 
_ may integrate equation (3) to find an expression representing the pressure 
loss suffered by the oil in flowing into a well from the surrounding drain- 
age area. The result will be: 
Qu 


L 
P = C logs sos (4) 


in which Cis a constant differing from thatinequation(3). Experimental 
data indicate that the value of C in equation (4) will be a quantity 
between 12,000 and 20,000.4 


ies 
sf 
#3 ai = este 
= ay Hi fe ieciesdesnseteats ee 
SS 
aS ce 
Fig. 3. Fia. 4. 


Fic. 3.—PRESSURE LOSS IN MOVING OIL THROUGH SAND INTO A WELL; DATA 
COMPUTED FROM EQUATION 4. AN EFFECTIVE DRAINAGE RADIUS OF 300 FT. AND A 
DIAMETER OF 6 IN. ARE ASSUMED FOR WELL. ‘ 

Fic. 4.—PRESSURE LOSS IN MOVING WATER THROUGH SAND TO AN OUTLET 47 IN. 
BELOW FLUID SURFACE} UNIT OF DISTANCE, 12 IN. DATA OBTAINED BY EXPERIMENTAL 
MeTHops Arter F. H. Kine 1n 19TH ANNuAL Report, U. 8. Grou. SURVEY. 


If we adopt values for p, u, t, d, 0, and L in equation (4) and compute 
the flow into two wells, one having a diameter of 6 in. and the other a 
diameter of 20 ft., ina given time the 20-ft. well will produce approximately 
2.1 times as much oil as the 6-in. well (see Table 1). ‘This result accords 
in a general way, with conclusions reached by Slichter.° 


3U.S. Geol. Sur. Water Supply Paper 67. : 

4 From thesis of R.S. McIntyre, A Study of Factors Influencing the Underground 
Drainage of Oil Sands. University of California, 1924, conducted under supervision 
of author. 

5 Op. cit., 362, 377. 
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It can also’ be demonstrated, by substitution in this formula, that 
the greater part of the pressure necessary to force the oil into a well is 
dissipated in overcoming resistance offered by the sand within its immedi- 
ate vicinity. For example, the data for the curve in Fig. 3, computed 
from equation (4), shows that for a 6-in. well draining an area having 
a radius of 300 ft., 52 per cent. of the pressure is consumed in moving 
the oil through the zone within a radius of 10 ft. of the axis of the well, — 
Fig. 4, plotted from results obtained by King,® shows a very similar graph 
representing the pressure loss in water-saturated sand in process of 
drainage. These values represent actual pressures recorded under 
experimental conditions. 


TaBLE 1,—Computed Variation in Productivity of Wells of 
Different Diameters , 


Assumed Radius of Drainage 


Radius of Well, Feet 300 Feet | 150 Feet 


Per Cent. Productivity 


0.25 100 100 
0.50 111 112 
1.00 125 128 
5.00 175 190 
10.00 212 236 
15.00 241 278 
20.00 265 316 


EXPERIMENTAL EVIDENCE DEMONSTRATING ADVANTAGE OF LARGER 
DIAMETER WELL 


To demonstrate in a quantitative way the advantage of the larger 
diameter well in securing a more rapid rate of production, the writer 
performed a small-seale laboratory test in a rectangular box filled with 
oil-saturated sand. One side of the box used (Fig. 5) is of plate glass 
so that the condition of the sand, the position of the drainage lines, and 
the oil surfaces are apparent at all times. Openings through the ends 
of the box provide connections with oil reservoirs A and B, which are 
kept full of oil. The sand, once saturated with oil, is maintained in this 
condition during pumping operations by oil flowing in from the reser- 
voirs to replace that pumped out. The sand used was accurately sized 
material, 30- to 40-mesh. The oil with which the sand was saturated 
was a San Joaquin Valley, Calif., crude of about 19° Bé. gravity. The 
two “wells” used in pumping oil from the sand are shown at C and D; 


6 Op. cit., 264. 
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_ their dimensions are shown in Fig. 6. Both were immersed in the sand 
_to 9 in. below the top surface. A vacuum pump P, connected with 
heavy rubber tubing through an oil receiver R and a manifold of 4- 
in. pipe with suitable valve control, was used to draw out as much oil 
as would enter the wells through the screens. Manipulation of the valves 
_U and V permitted the application of suction to each well in turn, 


Fic. 5.—GLASS-WALLED BOX, SHOWING ARRANGEMENTS FOR PUMPING OIL FROM 
SANDS UNDER VACUUM. 


under conditions that remained practically constant. Each well was 
pumped in turn for %-hr. intervals, the volume of oil entering the 
receiving flask R being carefully measured in a graduated cylinder. 
The 0.7-in. well produced at an average rate of 133 c.c. per min., while 
the 1.7-in. well averaged 170 c.c. per minute. 


BENEFICIAL Errects RESULTING FROM INCREASE IN DIAMETER 
oF WELLS 


From the foregoing mathematical and experimental data, it is evident 
that the productivity of a well will increase with increased diameter, 
and if by any practical means the diameter of the well within the oil 
sand could be increased from 6 in. to, say, 20 ft., the gas and hydrostatic 
pressure would be effective in at least doubling the productivity of the 
well. This increase in the rate of production would also increase the 
radius of drainage of the well and hence the gross production, for 
the reduced resistance to flow would result in the movement of oil over 

VoL. Lxx1.—81 
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greater distances. It must be remembered, in this connection, that the 
area drained by a well is not constant but decreases as the field pressure 
declines. While oil might move toward the well over a drainage area 
600 ft. in diameter during the first year of productivity, when the field 
pressure is high, five years later, when the pressure has greatly declined, 
the area influenced by the well will be much smaller. The advantage 
of exhausting the well in the shortest possible time, therefore, is obvious. 
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Fia. 6.—ScrbENED TUBES USED IN PUMPING OIL FROM SAND WITH AID OF VACUUM 


Assuming that the initial year’s production of a 6-in. well could be 
approximately doubled by increasing its diameter within the oil sand to 
20 ft., the ultimate production would be greatly increased. For example 
according to the U. 8. Treasury Department’s Manual for the Oil 
Industry, an average well in the Buena Vista Hills area, Midway 
field, Calif., having an initial year’s production of 70,000 bbl. has a 
probable ultimate production of 234,000 bbl.; while a well having a 
production of 140,000 bbl. during its first year has a probable ultimate 
production of 378,000 bbl. This represents a gain of 144,000 bbl. through 
enlarging the well, which amount, because of the normal decline charac- 
teristics, is largely recovered during the first two or three years of pro- 
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ductive life. That is, its period of realization is short and its present 
value correspondingly high. 
Whether the law of equal expectations on which the foregoing 


_ reasoning is based would hold when comparing a 20-ft. well with a 6-in. 


is, perhaps, doubtful; but even assuming that the large well produced 
no more oil than the small well, it would produce it in a shorter time, so 
that its present value would be greatly augmented and many years’ 
operating expense would be eliminated. It seems reasonable to assume, 
however, that if the rate of production of ‘a well is thus increased, the 
well will ultimately produce a larger quantity of oil, not only through 
the extension of its drainage area but also as a result of more efficient 
drainage. As the area of a circle increases as the square of its diameter, 
the radius of drainage of the well does not have to be greatly extended 
to bring twice as much oil within its influence. For example, a drainage 
area 850 ft. in diameter will contain twice as much oil as one 600 ft. 
in diameter. Increased efficiency of extraction alone would easily 
account for the enhanced production, bearing in mind the fact that by 
present methods of extraction in many cases we probably do not recover 
more than 25 per cent. of the oil present in the sands. In addition to 
the wider spacing of wells that the increased drainage radius would make 
possible, resulting directly in a lower cost of development for a given 
acreage, the advantage of an operator in competition with his neighbors 
along property boundaries, in being thus enabled to increase the rate 
of production and radius of drainage of his wells, is obvious. 


Proposep METHOD FOR INCREASING EFFECTIVE DIAMETER OF WELLS 


The foregoing discussion is purely academic and of no practical 
significance unless a means can be found of accomplishing the enlarge- 
ment of the well to the desired diameter and, also, of supporting the 
walls of the enlarged well so that they do not cave. The sinking of a 
well from the surface 20 ft. in diameter to the depth from which present- 
day oil production must be obtained would be uneconomical and imprac- 
tical. The only other alternative is to ream out a well of normal diameter 
to the desired size where it passes through the oil-producing stratum. 
Mechanical under-reamers intended for enlarging a well at depth, how- 
ever, are limited to a few inches in their range of expansion, and no 
mechanical device that can be operated through a 6-in. well can excavate 
a cavity of such proportions as has been suggested. 

The process here described, which as yet is untried on more than a 
laboratory scale, the author believes will accomplish this result, at least 
in certain kinds of oil-bearing rock: particularly the loosely cemented 
oil sands characteristic of the California and some of the Gulf Coast 
and Mid-Continental fields of the United States. This process consists 
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in the erosion ‘of the oil sand by a high-pressure hydraulic jet of oil 
directed from tubing lowered through the well, subsequently filling the 
cavity thus formed with gravel to support the walls and prevent their 
caving. By the method proposed, under favorable conditions, it is 
considered feasible to excavate a cavity about the well that will average 
20 ft. or more in diameter and extend throughout the entire depth of 
the oil-producing stratum. The well will be filled with oil so that the 
detrital material loosened by the jet will be carried to the surface by the 
oil from the jet, the oil being circulated continuously through the well . 
in much the same manner as is mud fluid in rotary drilling. After 
the cavity is formed, and while its walls are prevented from caving by 
the hydrostatic head of oil within the well, fine gravel or carefully sized 
crushed-rock fragments about 14 or 3g in. in diameter will be pumped 
into the well with the circulating oil until the cavity is again filled. The 
walls of the cavity will thereby be prevented from caving when the fluid 
is removed, while the comparatively large interstices between the pebbles 
will offer small resistance to the flow of oil, so that the enhanced pro-— 
ductivity of the well resulting from greater effective diameter will not — 
be greatly altered. All of this work is done after the well has been drilled 
to its full depth and completed according to the usual present-day 
practice. 


Forming the Cavity 


The equipment it is proposed to use in circulating oil through the 
well is shown in Fig. 7, while Fig. 8 is an enlarged view of the tubing 
lowered into the well. Two concentric strings of tubing C and D are used, 
the inner tube D having smooth oxyacetylene welded joints at its lower 
end so that it is free to slide up and down within the metal plug F closing 
the lower end of the outer pipe C. This plug fits snugly about the inner 
pipe D. Both tubes are lowered into the well, first the outer pipe C 
and then the inner D. The outer tubing is supported in the derrick by 
a swinging spider of the type used in supporting casing in circulating 
while drilling with the cable tools; its lower end is about 50 ft. off bottom. 
The inner pipe D passes through the plug F and extends to within 1 or 2 
ft. of the bottom of the well; it may be supported in stationary elevators 
suspended in the derrick. It is assumed that the well has completely 
penetrated the oil sand and has been drilled 10 or 20 ft. into the under- 
lying formation. All openings between the conductor and outer strings 
of casing are effectively closed with one or more packing heads. A 
stuffingbox casing head is placed on the outer pipe C, the inner pipe D 
projecting through it into the derrick; the upper two or three joints of 
this pipe D also are welded with smooth joints. Pump connections are 
made through an armored high-pressure hose with one side outlet of 
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the stuflingbox head on pipe C. The pump may be of the type commonly 
used in circulating mud fluid in rotary drilling and should be capable of 
} developing a pressure of 800 or 1000 lb. per sq. in. Connections are 
made from the top of the inner pipe D to a sand-setiling trough by means 
of which the oil circulated through the well is led to an oil sump, whence 
it is taken up by the pump suction for further circulation. The swing- 
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ing spider permits the outer pipe C to be raised or lowered with the aid 
of the power, without altering the position of the inner pipe D; with 
the flexible pump connection it is also possible to turn pipe C about pipe 
D, back and forth through 360°. 

Oil is pumped down between the pipes C' and D, flows under high 
pressure through an orifice G near the lower end of the outer pipe C, and 
is jetted directly against the oil sand forming the walls of the well (see 
Fig. 8). Though its force will be partly absorbed by the oil with which 
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the well is filled, it is thought that the pump pressure of, say, 800 lb. 
per sq. in. will have a considerable erosional effect even though the sand 
face is 8 to 10 ft. distant. By raising or lowering this pipe C with the 
swinging spider, or turning it on the inner pipe D, as an axis, from the 
surface, the jet may be raised or lowered and directed against all parts 
of the oil-sand face exposed within the well. 

Oil is returned to the surface through the inner pipe D, the lower 
end of which is maintained but 1 or 2 ft. above the bottom of the well. 
Detrital material loosened by the jet settles into the sump below the ~ 
oil stratum and is swept upward to the surface into the sand-settling 
trough; the oil drops its sand and is discharged into the oil sump for 
further circulation. 

When forming a cavity by this method, advantage may be taken of 
the tendency of the oil sand to cave by starting the cavity at the bottom 
of the oil stratum and working upward. Because of the tendency of 
the material to seek its angle of repose, the diameter of the cavity at 
the top may be somewhat greater than at the bottom. Circulation and — 
manipulation of the oil jet might be continued until sand no longer flows 
to the surface with the circulating oil, thus indicating that the practical 
limit of the effective force of the jet has been reached. During the early 
stages, it will probably be desirable to use a reduced pump pressure to 
avoid loosening the sand more rapidly than it can be removed by the 
circulating system. However, the circulating system will be capable of 
taking care of large quantities of sand, as the sand does not pack when 
suspended in oil and a large percentage may be present without greatly 
influencing the fluidity of the mixture. 


Filling the Cavity 


Sometimes, in the case of a partly cemented oil sand, the cavity thus 
formed about the well will remain open, the walls displaying little or 
no tendency to cave. In such cases, the well may be placed on produc- 
tion as soon as the cavity has been cleared of accumulated detrital 
material. When dealing with unconsolidated oil sands, however, which 
readily cave as soon as the hydrostatic head within the well is removed, 
it will be necessary to fill the cavity with a porous, sustaining medium 
before the oil in the well has been bailed or pumped out. For this 
purpose, carefully sized gravel or crushed rock fragments about 14 in. 
or 3g in. in diameter may be used. Slichter? has shown that a fluid 
will flow about 2500 times as fast through fine gravel about 16 in. in 
diameter as it does through very fine sand (about 150 mesh), even though 
the two media have the same percentage porosity; hence the oil will 
meet with but little resistance when moving through the well cavity 
to the tubing. 


7 Op. cit., 140. 
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The equipment used to excavate the cavity could subsequently be 
used to place the gravel, with some additional features in the surface 
_ equipment. In Fig. 9, J and J are cylindrical gravel containers supported 
_ above the stuffingbox casinghead K, and connected with the pipe L 
through which oil is pumped into the space between the pipes C and D. 
The two containers are supported on rollers so that they may be revolved 
with the pipe C when manipulating the jet. The pumps and circulating 
fluid are operated in the same manner as described for the formation of 
the cavity, except that the outlet pipe D is’ closed and the oil flows back 
to the surface between the outer pipe C and its conductor casing A. 
However, a lower pump pressure should be used when pumping gravel 
than when excavating so as to avoid loosening additional sand, which 
would settle between the interstices of the gravel and reduce its effective 
porosity. 

The gravel containers J and J are equipped with suitable valves 
M and N where they make connection with pipe L; other valves O and P 
are placed at their upper ends. With the upper valves closed and the 
lower valves open, the interior of the gravel containers may be main- 
tained under the full pump pressure and in direct connection with the 
oil-circulating system. Gravel of suitable size to pass freely through 
the valves, and between pipes C and D and through nozzle G, is charged 
into the containers J and J, the upper valves O and P are closed, and either 
valve M or N is opened. With the pumps working under moderate 
pressure and with oil flowing down between the pipes C and D, out into the 
well cavity through the nozzle G, and back to the surface between the 
outer pipe C and the conductor casing A, gravel enters the circulating 
system, is swept down through the annular space between the pipes C 
and D, through the nozzle G, and is deposited in the well cavity. If the 
volume of the circulating fluid is so adjusted that the oil flowing back 
to the surface has not sufficient velocity to lift the gravel, it will accumu-' 
late in the bottom of the cavity until the latter is filled. By securing 
a proper ascending velocity of the oil during its return to the surface 
between the pipes C and A, it will, through its sorting action, carry to 
the surface any sand, clay, etc. that may be dislodged from the walls of 
the cavity during deposition of the gravel, leaving the latter free of such 
material. If the sand tends to cave during deposition of the gravel, 
a second pump may force a stream of oil down to the bottom of the well 
through the inner pipe D. If the velocity of this stream is carefully 
adjusted, it will, on circulating up through the gravel during deposition, 
carry the loose sand to the surface, leaving the interstices of the deposited 
gravel free of sand. 

When placing the gravel, the jet is first lowered to a point near the 
bottom of the cavity and then raised slowly and turned back and forth 
as the gravel accumulates. The gravel containers [ and J are connected 
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with the circulating system alternately, one being filled while the other 
is feeding its material into the well. They may be readily refilled from 
a loading apron, which is filled with gravel on the derrick floor, hoisted 
into the derrick above the containers, and connected with the valve of 
the container to be filled. f 

In some cases, it may be feasible to fill the well cavity by gravity, 
merely dumping gravel into the inner pipe D, raising both pipes C and 
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Fia. 9.—ARRANGEMENTS FOR FILLING A CAVITY ABOUT A WELL WITH GRAVEL 
BY HYDRAULIC ACTION OF A JET OF OIL. 


Fic. 10.—Mesruop or FORMING A CAVITY ABOUT A WELL BY HYDRAULIC ACTION 
OF JETS OF OIL; DETRITAL MATERIAL REMOVED BY CIRCULATING OR BAILING. 


D as the gravel accumulates ; but in view of the difficulty of settling a 
large quantity of gravel to the bottom of a deep well through a tube only 
a few inches in diameter, and filled with viscous oil, placing the gravel 
with the pump pressure may be preferable. Furthermore, the angle of 
repose of the gravel might not permit the complete filling of a shallow 
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cavity of large diameter by gravity. If the gravel is placed by gravity, 
occasional tamping with the cable drilling tools during deposition will 
aid in working it out to the walls of the cavity. 

After the well cavity is completely filled, the pipes C and D are with- 
drawn and the screen pipe A is lowered to the bottom. Some of the 
gravel may cave into and partly fill the hole Jeft by withdrawing the 
pipes C and D, but this material will be readily pushed aside by the shoe of 
screen pipe A as it is lowered to the bottom of the cavity. Any gravel 
remaining within pipe A after it is placed ‘on bottom may be bailed out 
with a sand pump. The permanent pumping device can now be lowered 
within the screen pipe and the well placed on production. 


Supplementary Methods for Special Cases 


Should it be found impossible to secure circulation of oil back to the 
surface, because the sands exposed within the well absorb oil more rapidly 
than it can be pumped in, other means of removing the detrital material 
must be adopted. It may be feasible to remove the detached sand 
by bailing, or by a compressed-air lift or ejector. Arrangements for 
bailing are shown in Fig. 10, which shows the application of two jets 
placed 180° apart on pipe C. Oil is pumped down between pipes C' and 
and D, as before, and forced through the jets H against the oil sand, 


gradually eroding it away. It is assumed that oil accumulates in the 


well until it attains a sufficient head to cause the oil sand to absorb it as 
rapidly as it is pumped in. It is thought that this will rarely happen, 
but it may result in attempting to form cavities in partly exhausted oil 
sands, the circulating oil entering the oil sand to fill voids left by oil 
previously extracted. The sand loosened by the jet sinks to the bottom 
of the well and is removed by the bailer R, which is operated through the 
inner pipe D on sand line S._ The bailer must be operated continuously 
and lowered to the bottom for itsload. Pipe D should, with this method, 
be as large as the diameter of the well will permit and the bailer & should 
be as long as possible in order to secure maximum capacity. 

Under certain conditions, it will be feasible to remove accumulated 
oil sand from the well with a compressed-air lift or ejector. The ability 
of the air lift to handle large quantities of fluid and suspended sand in 
oil wells has been demonstrated in many instances.’ A reasonable 
submergence, preferably 30 per cent. or more of the total lift, must be 
secured for efficient operation; that is, the oil used in operating the jet 
must accumulate in the well to some such depth above bottom. If the 
well has been drilled to a sufficient depth below the oil sand to secure the 
necessary submergence, it might be feasible, with the aid of the air lift, 


8L. C. Uren: “Petroleum Production Engineering,” 370-377. McGraw-Hill 
Book Co., New York, 1924. 
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to maintain a fluid level in the well below the position of the oil jet, so 
that the latter can apply its full force directly against the oil sand without, 
having its energy partly absorbed by the surrounding fluid. The effec- 
tive force and range of the jet will be greatly increased in such a case 
but conditions favorable for such a method will be found only in compara- 
tively shallow wells. The maximum air pressure available with two- 
stage compressors (ordinarily about 500 Ib. per sq. in.) will limit the 
depth of operations to about 3000 ft., assuming a submergence of about 
1100 feet. 

Of the three methods proposed for removing the oil and sand from 
the well, the first method is the most practical and easiest to apply. 
The well equipment may be readily installed and the method presents 
no unusual problems. If the well has been drilled by the rotary method, 
the oil pump used to provide pressure, the oil sump and sand-settling 
trough may be those used in circulating mud fluid during the drilling 
of the well. The swinging spider, special casingheads and gravel con- 
tainers may be readily assembled and moved from well to well and rigged 
in a short time. If circulation cannot be established, because of rapid 
absorption of the circulating oil by the oil-bearing stratum, the bailer 
method or the air-lift method may be employed. The bailer method, 
however, will have but limited capacity for sand and fluid; and the air 
lift will require costly compressor equipment and air transmission facili- 
ties not ordinarily available on oil-producing properties. 

The most advantageous method of applying the jet and of filling the 
cavity will vary with different wells and a careful study of the conditions 
to be met should be made in each individual case. The time at which 
the work should be done will also be an important consideration. If gas 
pressure is high during the early life of the well, the difficulty of keeping 
the well under control will make it advisable to defer excavation of the 
cavity until the pressure has subsided. On the other hand, if the well 
has been producing for some time, it may be difficult or impossible to 
loosen the perforated ‘‘oil string” in order to get access to the sand. In 
such a case, it will be necessary to “side track” the lower part of the 
oil string and redrill the well through the productive stratum. A side- 
tracked column of casing may interfere with the action of the jet to some 
extent but need not necessarily prevent a satisfactory result. Applica- 
tion of the oil jet against the perforations with occasional swabbing, or 
circulation under the shoe and through the perforations with a wash 
pipe and plug, will aid in loosening a frozen oil string. 


PossiBLE DirricuLTies IN APPLICATION OF PRoposED PROCESS 


One or more uncertain points have probably suggested themselves 
to the reader in connection with the procedure outlined above. How 
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will the oil sand react under the influence of the hydraulic jet? Will 
the force of the jet, partly spent in overcoming resistance of the well 
fluid, be inadequate for the purpose and fail to secure the desired range 
of action? Will the jet loosen the sand so rapidly that the lower portion 
of the well and ejector tube will become “sanded up?” Will the cavity 
cave as rapidly as formed; that is, will the hydraulic head maintained 
within the well be ineffective in preventing caving before the cavity 
can be filled with gravel? The author believes that, with varying types 
of oil sand, any one of these occurrences might prevent successful accom- 
plishment of the desired result. If the oil-bearing stratum is a hard, 
firmly cemented sandstone, the radius of action of the jet will probably 
be small. If the sand is unconsolidated and uninfluenced by cementa- 
tion, it may display a tendency to cave during the formation of the 
cavity; and continued caving with possible subsidence of the cap rock 
may lead to serious consequences. Granting that such may be the 
case, with extremes in the degree of cementation of the sand, there are 
still intermediate types or partly cemented oil sands with firm cap rocks, 
in which the process would be successful. In such cases satisfactory 
progress of the work would depend merely on good engineering and skill in 
control and manipulation of the equipment. It is possible that even the 
more difficult types of oil sand can be successfully handled after the 
mechanical technique of the process has been perfected. 

The effective range of action of the hydraulic jet in excavating a 
cavity about a well will be influenced, to some extent, by the depth at 
which it is applied. ‘The pressure impressed on the circulating oil and 
transmitted thereby to the jet will be partly consumed in pipe friction 
during its circuit through the well; it must also furnish the lifting force 
to remove the sand detached from the walls to the surface. The net 
pressure, after making these deductions, will determine the effective 
range of action of the jet in the work of excavation. The jet will probably 
lose all semblance of definite form within a few feet of the orifice by which 
it is formed, because of turbulence induced by the surrounding fluid; 
but the momentum of the stream will produce a considerable erosional 
effect at a much greater distance. 

A somewhat difficult problem in design is the determination of the 
desirable diameter for the jet orifice, in terms of the volumetric capacity 
of the pump when operating at the maximum available pressure. If 
two slush pumps are available, as will be the case with a rotary drilled 
well, both may be used, arranged to operate in parallel in order to increase 
the volume of flow. Care must also be taken in selecting the sizes of 
tubing to be used. The annular space between the two tubes must be 
sufficient to pass the desired volume of descending fluid without undue 
pressure loss, and the inner tube must be of such size that an adequate 
ascending velocity for the sand-laden oil will be assured, 
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In an effort to find an answer to some of these questions, the author 
performed an experimentin the glass-walled box (Figs.5and11). The box 
was filled to a depth of 12 in. with a carefully screened beach sand of 
—50, +60 mesh. The sand was then saturated with a California crude 
of about 19° Bé. gravity. Two wells were excavated in the sand, one of 
which was 0.7 in. in diameter and cased with a brass tube and screen 
similar to that illustrated in Fig. 6. The second well was made 1.7 in. 
in diameter. Though left uncased, it displayed but little tendency to 
cave during the entire progress of the experiment. Both ‘wells’ were 
filled with oil to the surface of the sand, as the sand was saturated with 
oil and maintained so by direct connection with oil reservoirs at each end 
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of the box. In the larger, uncased well, two small glass tubes were 
placed: one 1g in. in diameter with a short nozzle bent at right angles 
at the lower end, through which compressed air under 2 or 3 lb. pressure 
was forced; and the other a straight tube about 0.3 in. inside diameter, 
which was connected at its upper end, by rubber tubing through an oil 
receiver, to a vacuum pump. The compressed air served to loosen the 
sand as would an oil jet, while the vacuum pump removed oil from the 
hole, carrying the suspended sand detached by the jet. The miniature 
jet was maintained at a depth of 9 in. below the sand surface and was 
slowly revolved so that it directed its force successively in all directions 
in its horizontal plane. The sand about the jet was rapidly eroded away, 
but was readily extracted and prevented from accumulating in the well 
by the vacuum pump, oil flowing into the well from the sand to provide 
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the necessary suspending medium. Eventually the cavity was extended 
out to the glass side of the box, through which its form could be studied; 

Fig. 11 illustrates the result. Though the sand “roof” overhung the 
cavity at a-considerable angle from the vertical, it displayed no tendency 
to cave and the pear-shaped cavity was maintained without any support 
other than the oil in the hole. After excavating the cavity, a brass 
tube 0.7 in. in diameter, similar to that illustrated in Fig. 6, equipped 
with a cylindrical screen at its lower end, was inserted in the cavity to a 
depth of 9 in, below the sand surface. The space about the screen pipe 
within the well and the enlarged cavity was then filled with angular 
fragments of crushed rock of about 6-mesh size. This material was 
simply poured in about the brass tube from the top. 

On completion of the foregoing, there were two brass tubes equipped 
with screens of identical proportions embedded in the oil-saturated 
sand to the same depth. In one case, however, the sand was in immedi- 
ate contact with the screened tube, while in the other case the tube was 
surrounded by a pear-shaped cavity filled with crushed rock, the cavity 
being about 4 in. long and 4 in. in diameter at its lower end. Pumping 
tests were next made to determine the comparative productivity of the 
two “‘wells,’’ using a vacuum pump to suck out the oil from each of the 
two wells alternately, as in the previous experiment. The 0.7-in. 
diameter well, in which the sand was directly in contact with the screen 
tube, produced at an average rate of 52 c.c. per min., while the well sur- 
rounded by the rock-filled cavity produced at the rate of 106 c.c. permin., 
thus demonstrating conclusively the greater capacity of the enlarged well. 


LocaTION oF WELL Cavity IN Tuick O1L SANDS 


In the application of the process in thick oil sands, it would probably 
not be necessary to enlarge the well for the full thickness of the oil- 
producing stratum. Because of the rapid depression of the fluid level 
in the immediate vicinity of the well, only the lower portion of the oil 
sand would be productive of oil; and if the well cavity were confined to 
this region, the rate of pasduction would probably be as great as if it 
extended up to the cap rock; this is illustrated in Fig. 12. If edge water 
is present in the oil sand in the vicinity of the well, however, the oil will 
be floated to the top of the oil stratum, and the well cavity, in order to 
be effective, must be placed immediately below the cap rock. If water 
in the oil sand is likely to be a factor, uncertainty regarding its effect at 
various periods in the well’s future history would make it advisable to 
enlarge the well through the full depth of the productive sand. 
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ScreEENING Errect or GRAVEL OR CRUSHED Rock 


An advantage that might reasonably be anticipated for a well sur- 
reunded by a cavity filled with gravel or crushed rock would be the 
sereening effect of the gravel in preventing sand from entering the 
pumping device used in lifting the oil to the surface. Experiments per- 
formed by the author have indicated that, even with unconsolidated 50- 
to 60-mesh sands under pressures as high as 50 Ib. per sq. in., little or no 


Fig. 12.—POosITION OF A GRAVEL-FILLED CAVITY ABOUT A WELL TO DRAIN A THICK 
OIL SAND; BECAUSE OF DEPRESSION OF FLUID LEVEL IN REGION OF WELL, ONLY LOWER 
PORTION OF SAND IS PRODUCTIVE, WATER IS ASSUMED TO BE ABSENT. 


sand will find its way into the closely packed body of gravel filling the 
well cavity. The operator would, therefore, be entirely relieved of the 
many annoyances and loss of operating time occasioned by wear and 
“sanding up”’ of the pump, the clogging of screens and other difficulties 
occasioned by the presence of sand. It is considered feasible when this 
process is used, to surround the tubing and pump with a shop-perforated 
pipe, without screens of any sort. If of slot form, the perforations may 
have a width as great as twice the diameter of the gravel pebbles.° 
Such a liner would admit oil freely to the pump, and yet would hold back 


the gravel so that the pump could be withdrawn for repairs when 
necessary. 


°F. A. Graser: Thesis on A Study of the Screening Effect of Slot Openings 
in Unconsolidated Sands. University of California, 1924; conducted under the 
supervision of the author. 
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ANALOGIES AND ANOMALIES IN EXISTING PRACTICE 


It has long been the custom of oil producers to “shoot” oil wells 
producing from hard and close-grained reservoir rocks, so as to form 
cavities and fractures about the wells, but no similar practice has been 
developed by operators in the fields deriving their production from 
unconsolidated sands and soft sandstones. While many observers 
have noted the increased productivity of wells operated in such a way 
as to encourage the production of large quantities of sand with the oil,!° 
the reasons for the increased flow of oil as a result of this practice seem 
not to have been generally understood; and there has been little or no 
effort to develop a process that would result in the formation and main- 
tenance of cavities about the wells. In fact, most operators have 
adopted the policy of holding back as much of the sand as possible in 
the hope of preventing the formation of cavities. The reasons for doing 
so are, primarily, to avoid the mechanical difficulties involved in pump- 
ing large quantities of sand with the oil, and the effects of subsidence, 
caving, and shifting of sands about the well casings. It is thought that 
the method herein proposed, involving initial formation of the cavity 
before pumping is begun, with subsequent maintenance of the walls to 
prevent caving, will largely offset the difficulties that have hitherto 
been experienced. 

SUMMARY AND CONCLUSIONS 


In this paper, the increase in rate of production of oil from wells with 
increased diameter is demonstrated from both the physical and mathe- 
matical points of view and by experimental evidence. 

The advantages resulting from this enlargement of the well through 
increase in the rate of productivity are pointed out, the gross or ultimate 
production being greatly increased. Because of the wider spacing 
of wells made possible by the increased radius of drainage, a considerable 
reduction in development expense may be effected. Because of the 
more effective exclusion of sand from the well by the gravel-filled cavity, 
there will be less time lost in repair work; hence production will be 
increased and operating costs reduced. 

A process for enlarging wells where they penetrate oil sands, through 
the action of oil jets directed under pressure against the walls of the well, 
is proposed. If the walls of the cavity thus formed within the oil sand 
show a tendency to cave, they may be supported by filling the cavity 
with gravel or crushed rock, which will offer comparatively little resist- 
ance to the movement of oil. The porous medium with which the cavity 
is filled may also be placed with the aid of the hydraulic jet, using crude 
petroleum as a circulating medium. 


10 W. H. Kobbe: Problems Connected with the Recovery of Oil from Unconsoli- 
dated Sands. Trans. (1917) 56, 799. 
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Experimental evidence is produced illustrating the application of the 
proposed process on an experimental scale and the increased recovery 
resulting from its application is demonstrated by comparative pumping 
tests which show a marked advantage for the enlarged well. 


DISCUSSION 


A. Brrsy Tuompson, London, Eng. (written discussion).—The sub- 
ject discussed in this paper has long been debated by operators in 
European fields, where very strong views are held regarding the advisa- 
bility of controlling gas pressures by shutting in wells. While unwilling 
to theorize on the subject of restricted flow, the writer has always been 
disposed to associate himself with those who hesitate to impose any 
obstruction to a natural transitory state that breaks up the oil-containing 
strata and establishes a feeder system which no subsequent events, natural 
or artificial, can approach in intensity. In both Russia and Roumania, 
where the oil is concentrated in discontinuous, disturbed, and irregular 
lenticles of sand varying, within short distances, in coarseness of grain, 
extent of impregnation and degree of cementation, it has been the prac- 
tice to let the wells run wild in order to provoke disruption of strata. 
By encouraging violent eruptions, an extended feeder system is created 
and the ejection of enormous quantities of sand, rock, and clay creates a 
sump and seepage area that it would be difficult to imitate by any arti- 
ficial means, not excluding actual mining. 

Before discussing the somewhat novel method suggested for enlarging 
the infiltration area, the writer would like to confirm the fact that many 
valuable data applicable to oil are forthcoming from a study of water 
phenomena. Long association with water-supply problems in many parts 
of the world has shown how closely the phenomena of underground move- 
ments of water and oil are related, so that it is pleasing to note the 
author’s use of water formulas. But there is one great distinction; 
whereas, in the case of water, underground phenomena can often be 
observed in workings and shafts, oilfield phenomena can only be con- 
jectured, except in rare and unusual circumstances. Subjected to dis- 
integrating influences, outcropping oil and water strata do present features 
comparable with those at depths below the water table of the district, 
and often below sea level. Fortunately, the mining operations in the 
Pechelbronn and Wertze oilfields of Alsace and Hanover have enabled 
the underground conditions of oilfields to be observed at leisure and in 
comfort; and to the writer it was interesting to note how correctly the 
conditions had been diagnosed from merely surface phenomena and 
reasoning. In these mines, the extent of depletion and the old channels 


of movement can be seen, and drainage can be watched in operation at 
great depths, 


: 
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The importance of enlarging the diameter of wells to secure increased 
yields has always been fully appreciated by hydrologists; for which 
reason, where conditions admitted and the rocks were compact and not 
free yielding, it was preferable to excavate large-diameter wells. Not 
only was a larger infiltration area thereby provided, but a sump was 
produced in which water collected in bulk during periods when pumping 
was suspended. When excavating in light sands, it is always noticed 
that while water oozes from the exposed face of a saturated sandstone, 
the useful supplies are obtained mainly from cracks and fissures or coarser 
streaks, and that, unless such disrupted rock or coarser bands are struck, 
the yield of water is very slow and small. Exactly the same feature is 
noticeable in the oil mines. As new faces are exposed in the galleries, 
frothy oil may be seen spurting from cracks and fissures whereas on the 
unbroken face of the sand there is scarcely any outflow of oil. 

In water work, we are familiar with a type of well that, on penetration 
of a light sand, fills with water and flows but will yield no greater quantity 
of water even if bailed or pumped dry. Such wells often have a static 
head far above the surface. The only apparent explanation is that the 
pore friction in the sand is sufficient to maintain this head at such a value 
that a lowering of the water level has no appreciable influence on the rate 
of outflow from the sand. The writer has met many oil wells that exhibit 
the same peculiarity. When left they gradually fill and flow slowly 
at a regular rate per day, but if pumped dry and kept dry by pump- 
ing there is no increase of yield. An enlargement of the hole would 
undoubtedly lead to some increase of yield, but this increase is of small 
importance unless it results in the penetration of a zone of fracture which, 
by its nature, must present a seepage area far in excess of any enlarged 
diameter. For this reason the writer considers that a much more effective 
increase would result from more violent methods that would make them- 
selves felt over a wide area and probably establish connection with a 
fissure system or zone of disturbance. 

In many cases of loose sands, the proposed conditions of gravel fill 
are naturally reproduced and play an important part in sustaining yields 
and establishing equilibrium. Most of the violent eruptive wells of 
Russia and Rumania expel enormous quantities of sand as well as 
abundant rock fragments in their initial life, thereby preparing a sump 
of considerable capacity somewhere below and not distant from the shoe 
of the casing, but a time is reached when the flows are less violent and 
only sand is ejected with the oil. Detached rock fragments that have 
collected in the well are kept in a state of agitation by gas, rounded, and 
in time form a rubble heap that while protecting the roof and walls of the 
oil bed from further destruction, permits the oil to flow freely to the well. 

Both mechanically formed balls and nodules from the sands collect 
in large quantities around some of the violent Baku gushers; indeed many 
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tons have been extracted when repairing or deepening such wells at a 
later period. So far has this effect extended that new wells drilled within 
about 100 ft. of a gusher have penetrated these rubblemasses. Much 
the same features are developed in the Rumanian oilfields, and in both 
fields dangerously violent eruptions of rock, shale, and sand occur between 
successive cleaning operations before oil in any considerable quantity 
enters the well. Months are sometimes spent in patiently dealing with 
these inrushes of material before free communication is established with 
the main oil sand and oil enters in any important quantities. 

An interesting conflict of views recently occurred during the develop- 
ing of a new rich field in Rumania. Violent eruptions of sand and rock 
fragments were seriously endangering the safety of the wells, yet the fear 
of checking the action before free communication was established with 
the main body of oil sand made the management hesitate to control the 
flows and thereby minimize the risk of loss of the well through collapse 
of the casing. Eventually pieces of the heavy shoe and torn casing were 
expelled with the mineral fragments, yet the chief could not be prevailed 
on to check these outbursts by controlled flow. It was simply a question 
as to whether the casing could resist the gas pressure until the underground 
disruption ceased, and for a time the result seemed very uncertain. 
Fortunately the casing outlasted the disruption of strata and the well 
came in as a very large producer, having prepared for itself an adequate 
feeder system. 

There is too little information available to say whether controlled 
discharge under European conditions will supersede the oil practice of 
uncontrolled flow. It is often a contest between casing and uncalculable 
forces deliberately provoked in the hope that the casing would resist the 
enormous stresses it is often called on to sustain. In a large number of 
cases, the wells are either faced with irreparable damage or lengthy and 
costly repairs, so that this factor must not be overlooked when con- 
sidering the relative merits of the two methods. Long before the law of 
equal expectation was propounded, the principle was admitted in Russia 
and Roumania, and a recognition of this law compels the admission that 
unrestricted flow and so high initial production will result in largest 
ultimate yields. 

Various American writers have, however, questioned the usefulness 
of restricted flow and gas conservation, and some recent notes by J. M. 
Sands on Burbank Developments"! are interesting reading. The value of 
shattering tight sands has been repeatedly demonstrated in numerous 
American oilfields where torpedoing is practiced; in water wells the results 
are often almost equally as important, although there is no gas to facili- 
tate the expulsion of the liquid from the rock. 


11 Bull. Am. Ass. Petrol. Geol. 8, 5. 
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As a result of repeated experiments to increase the yield from tight 
sands, the writer has found violent methods the most satisfactory. 
Improved yields have been attained by forcing gas, air, oil, or water into 
the strata and then releasing the built-up pressure or bailing out the 
liquid; varying results have been attained by applying a partial vacuum 
and important results have been reached by violent swabbing; but shoot- 
ing has proved the most efficacious in harder sands. The writer, there- 
fore, believes that while the method proposed by the author may prove 
useful for cleansing and revivifying wells of certain types, the best way of 
securing maximum yields in loose-sand fields is to submit to the trouble 
and remove as much sand as possible in the early stages, when the natural- 
gas pressure can be utilized to establish long distant connections with the 
well. The employment of sand screens is probably essential at times to 
ensure economic exploitation of the sands because of excessive mechanical 
difficulties, but most European technologists agree with the author that 
a large percentage of the oil would prove unrecoverable if obstructions 
were placed against the free entry of sand with the oil. 


Lester C. UREN (author’s reply to discussion).—This discussion is 
most welcome; particularly as it represents the European viewpoint 
which, as stated, is not wholly in agreement with American practice. 
While adhering to the principle that maximum oil yield is obtained 
through gas conservation, the author is disposed to accept that part of 
the discussion bearing on the advantages of unrestricted flow without 
further discussion, as he feels that it does not bear directly on the theme of 
this paper. The author would consider the application of the proposed 
gravel-filled cavity process inappropriate for a newly completed well still 
under high pressure, and would prefer to apply the process to such a well 
at some later date, after the pressue had subsided somewhat and the 
feeder system of crevices and fractures tributary to the well had been 
cleared by natural means. Enlarging the well cavity would be effective 
in increasing flow at any stage and the principle applies whether flow is 
regarded as occurring uniformly throughout the cross-section of thick oil 
sand or through crevices or channels. 

In the case described by Mr. Thompson, in which a water well was 
pumped dry without increase in flow, the author believes that the well’s 
production would be doubled if a cavity 20 ft. or more in diameter could 
be formed and sustained about it; and this would be true whether the well 
were producing oil or water. In the case of oil, however, there is a greater 
‘‘draw-down”’ effect in the vicinity of the wells than in the case of water, 
because the greater visrosity of the oil creates more resistance to flow 
through the sand. 

The author regards the description of the natural formation of rubble 
masses at the bottom of the more prolific Russian and Rumanian wells 
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as an interesting corroboration of the principle with which the paper under 
discussion deals. Where conditions are such that rock-filled cavities 
about the wells will form naturally, there is, of course, no necessity for 
attempting to create them by artificial means. It seems improbable, 
however, except in unusual instances, that the oil sand will contain gravel 
and rock fragments of proper size to form an effective screen for the parti- 
cular size of sand in which they are embedded. It should be understood, 
in this connection, that the finer sand must be kept out of the gravel mass, 
otherwise no advantage is secured, and effective screening of sand from 
the gravel mass requires careful proportioning and uniformity in size of 
gravel used. Naturally formed gravel masses would seldom attain the 
required degree of uniformity and would seldom be formed of the proper 
size of fragments to prevent extraneous sand from permeating the mass 
as a result of the carrying effect of the flowing oil. On the other hand, 
this can be effectively accomplished in the case of the artificially formed 
gravel-filled cavity. 


Se Reni, a gee 
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Significance of Fluid Level in Oil-well Pumping 


By Lester C. Uren,* BerKenry, Catir. 
(New York Meeting, February, 1925) 


IT ts realized that the depth of fluid maintained in a pumping well is 
sometimes influenced by other considerations than the quantity of fluid 
that will enter the well: the prevention of sand incursion, prevention of 
waste of natural gas, and the maintenance of a suitable submergence for 
the pump, forexample. These latter factors have an important influence 
on the productivity of the well, so that otherwise unwarranted fluid levels 
must sometimes be maintained to offset them; but where the handling of 
unconsolidated sands is not a problem of consequence and where water 
has been properly excluded, the principles developed here and the 
practices recommended should apply. 

The principal objective of the producer should be to produce the 
maximum quantity of oil in the shortest possible time. Any method or 
equipment that will increase the rate of production during the early years 
of the life of the well, when gas pressure is high, will greatly augment the 
ultimate production. The maintenance of a proper fluid level in the well 
at all times will go far toward accomplishing this desired result. 

For a given set of conditions surrounding the flow of oil into a partic- 
ular well, in which the viscosity of the oil, the porosity and grain size 
of the sand, and the diameter of the well appear as constants, two vari- 
ables determine the quantity of oil that will flow from the sand into the 
well. These are: the effective pressure behind or within the oil in the 
reservoir sand, and the fluid level maintained within the well. The 
former is the expulsive force that causes movement of oil from the sand 
into the well, while the latter determines the magnitude of a resisting 
force opposing such movement. The first of these factors is largely 
beyond the control of the oil producer, but it is in his interest to reduce 
the opposing force to the lowest economic limit. 


* Associate Professor of Bepeteurn con Unterancy a8 Ga omc 
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When oil is not being removed from a well and the opposing forces 
have had time to reach equilibrium, the height above the source rock to 
which the fluid rises in the well is an expression of the oil pressure; that 
is, the oil rises within the well above its source until the static pressure 
developed is equivalent to the pressure at which it enters. When this 
condition is reached, no additional oil will enter the well unless the pres- 
sure is sufficient to cause the fluid to overflow at the surface. If fluid is 
removed from the well, however, more will flow in until the former 
static head is again attained and equilibrium reestablished. If fluid is 
removed from the well at a constant rate, as in pumping, the fluid level 
will be permanently lowered by an amount sufficient to permit the neces- 
sary quantity to enter; and the amount of oil pumped from the well may 
be increased by maintaining a rate of production sufficient to reduce the 
fluid surface to some lower level. Eventually, by reducing the fluid level 
to successively lower levels, a rate of production is reached which is the 
maximum flow that the oil-bearing stratum is capable of yielding under 
the pressure prevailing in the productive sand. 

Flow of oil from the sand into the well is due chiefly to the combined 
action of expanding natural gas and gravity. Gas pressure is unquestion- 
ably the controlling factor in determining the rate of oil production, partic- 
ularly during the early life of an oil field when the gas pressure is high. 
Hydrocarbon gases dissolved in the oil under high pressure assume the 
gaseous phase when the pressure is reduced and expansion of this gas 
forces a part of the oil out of the sand into the well. Practically all the 
gas escapes from the oil during this process of expansion, but it is an 
inefficient process of expulsion in that a large percentage of the oil is 
normally left in the sands. During the later life of a well, the effect of 
gas pressure becomes comparatively insignificant; but gas pressure is 
never a wholly negligible factor, even toward the end of the product 
life of the well when gravity becomes the controlling factor. Gravity is, 
of course, always operative, but as it is usually a force of lesser magnitude 
than gas pressure, its effect is less apparent during the early stages of 
productivity when gas pressure is high. 

As petroleum is expelled from the reservoir rock, the remaining oil 
will be concentrated in the lower portion of the sand stratum by the action 
of gravity, leaving the sand pores of the upper horizons comparatively 
open. This downward accumulation of residual oil leaves an open space 
above the main oil body through which gas may freely move. The gas 
is thus able to escape from the oil at points remote from the wells and 
move toward the well outlets without doing useful work in moving oil. 
When the gas pressure is high, the oil will rise to the cap rock in the 
immediate vicinity of the well, because of the elevated fluid level within 
the well during this period; this condition is illustrated in Fig. 1. When 
this stage is reached, it is probable that gas is effective in moving oil only 
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in the vicinity of the well, while areas remote from the well are drained 
chiefly by gravity. 

It is apparent that if the fluid level within the well is maintained 
below the top of the oil sand, the gas will become still less effective, escap- 
ing freely into the well above the oil surface. Furthermore, the sands 
not in contact with oil show a tendency to dry out and accumulate trouble- 
some solid hydrocarbons. Oil producers commonly recognize this princi- 
ple and usually adjust their pump working barrels so that they “pump 


Fia. 1.—DRAINAGE OF GAS THROUGH CHANNEL BENEATH CAP ROCK FROM WHICH OIL 
HAS SETTLED BY GRAVITY; WELL IS ASSUMED TO BE FLOWING. 


off” or suck air when the fluid surface reaches the top of the oil sand. 
In so doing, however, when pressures are low, considerable oil production 
is sacrificed which might otherwise be realized through more effective 
gravity drainage. With the pump so placed, a fluid level somewhat 
above the top of the oil stratum must be maintained if the standing valve 
is to have adequate submergence. 

To secure oil from wells by gravity drainage, the fluid surface within 
the well must be depressed below the top of the oil stratum; and the 
amount of oil flowing into the well as a result of gravity action will, within 
certain limits, increase as the fluid surface is reduced to lower levels. 
Slichter! has developed the following formula by means of which it is 
possible to compute the gravity flux to a well for any assumed position 
of the fluid level below the fluid surface in the productive sand: 

- 2hka 
= 600 
toe (7 220) 
in which 
f = flux to well, in cubic feet per minute 
h = depth, in feet, to which fluid surface is lowered by pumping 
k = a constant, which may be determined by experiment 
a = thickness of productive stratum, in feet 
r = radius of well, in feet 


II 


10. S. Slichter: Theoretical Investigation of the Motion of Ground Waters. 
19th. Ann. Rept., U. S. Geol. Surv. (1897-98) part 2. 
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The 600 represents the assumed radius of drainage of the well, a figure 
commonly used for water wells. An appropriate drainage radius for oil © 
wells would probably be somewhat less than 600 ft., but will vary with 
the gas pressure prevailing within the productive sand. 

Inspection of this formula indicates that the production of the well 
is assumed to increase directly with the depression of the fluid level and 
that the maximum production may be expected when the fluid surface 
within the well is maintained at or near the bottom of the productive 
sand. King? finds, however, that this formula does not agree with results 


Fia. 2.—DEPRESSION OF OIL SURFACE IN VICINITY OF A PUMPING WELL IN WHICH 
FLUID LEVEL IS MAINTAINED BELOW TOP OF PRODUCTIVE SAND. 


obtained in the pumping of water wells, the production actually obtained 
being less than the formula indicates, in some cases being only about one- 
half the theoretical amount. 

A probable reason for this discrepancy between formula and practice 
may be found in the depression of fluid surfaces in the sand surrounding 
the wells, which in effect reduces the thickness of the productive stratum. 
As sketched in Fig. 2, the fluid surface in the vicinity of the well will 
eventually be depressed by continued pumping, the drainage slopes toward 
the well assuming the form of a sharply flexured, inverted, conical surface. 
All oil entering the well must flow through the cylindrical walls below the 
fluid surface. As the fluid level within the well subsides, the wall area 
exposed to the oil decreases; and as, for a given rate of production, the 
resistance to flow increases as the wall area decreases, the production 
must decline when the wall area becomes so constricted as to impede 
seriously the flow of oil. In other words, increased gravity flow and 
increased wall resistance, both resulting from depression of the fluid 
level, are opposing’ factors and the maximum rate of production is 
realized only when a proper balance is secured between them. 


*F. H. King: Principles and Conditions of the Movements of Ground Water. 
U.S. Geol. Surv. 19th Ann. Rept., (1897-98) part 2. 
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A formula? expressing the relation between pressure, quantity of oil 


_ produced, and thickness of the productive sand that is derived from 


- ~~ 


Slichter’s data, is as follows: 


Et Qu 
P= C logio T td203-4 


in which e 


pressure loss, in feet of water, in moying oil into well 
= a constant; ‘| 

= quantity of oil produced, in barrels per day 
effective diameter of sand grains, in millimeters 
viscosity of the oil, in poises 

= percentage porosity 

= thickness of productive sand, in feet 

= drainage radius of well, in feet 

= radius of well, in feet 


I 
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In this formula, for a particular well at a given time C, d, u, 0, L, and r 
will be constants; hence, 


Pa, orQ = Ph, 


With the aid of this latter expression, the variation in productivity 
of a well producing from an oil sand 100 ft. thick has been comjuted for 
different assumed oil pressures; Table 1 gives the results. In computing 
the results indicated in each column of the table, it is assumed that the 
oil enters with a gas pressure equivalent to that designated at the head 
of the column. The amount of additional gravity pressure resulting 
from successive reductions of the fluid level below the top of the produc- 
tive sand is then determined and the flow computed for each pressure 
increment, full account being taken of the accompanying decrease in the 
effective thickness of the productive sand. Fig. 3 shows graphically 
the results of one series of computations and indicates the method of 
computation. In these calculations, it is assumed that 5 ft. of oil head 
creates a static pressure of 2 lb. per sq. in. It is probable that the 
figures represented in the last few lines of the table could not be realized 
practically, it being impossible to depress the fluid surface in the sands 
immediately surrounding the well to the bottom of the productive 
stratum while the gas pressure is high. If this could be done, theoreti- 
cally there would be no production, as indicated in the table. 


3 Increasing the Production of Petroleum by Increasing the Diameter of Wells; 
this volume, p. 1276. 
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The data of Table 1 and the formula from which they are derived, lead 
to the following conclusions: 

1. When the static fluid level‘ in the well is at an elevation above the 
top of the source rock greater than the thickness of the productive sand, 
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Fia. 3.—VARIATION IN PRODUCTION FOR DIFFERENT POSITIONS OF FLUID LEVEL IN A 
WELL. 


the operating fiuid level® giving maximum production is always at the 
top of the productive sand. 


: By “static fluid level” is meant the fluid level attained after a period in which on 
oil is pumped and forces have had time to come into equilibrium. 


5 By “operating fluid level” is meant the stationary position of the fluid surface 
after prolonged pumping at a uniform rate. 
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TABLE 1.—Percentage of Production Obtained from Sand 100 Ft. Thick, 
for Different Positions of Fluid Level and with Different Effective 
Pressures 


re ee ae ee Sel pe 


Effective Pressure at Walls of Well, Pounds 
Elevation of Fluid | 
“Sp katys rea oom 0 / 5 | 10 | 20 | 36 | 40 50 100 
| Percentage of Maximum Possible Production 
mo 0 
100 Can 39 64 89 98 100 100 100 
95 19 | 53 73 93 99 99 99 97 
90 36 | 64 81 96 99 99 97 94 
85 51 | 74 87 98 99 98 95 90 
80 64 80 92 99 99 96 93 86 
ao TER | 88 96 100 98 94 90 82 
70 84 | 94 98 99 96 91 87 78 
65 91 / 98 99 98 937 | 86 83 74 
60 96 | 99 99 96 90 84 79 70 
55 99 | 99 98 93 86 79 75 65 
50 100 99 96 89 82 75 70 60 
45 99 96 92 84 76 69 65 55 
40 96 92 87 78 71 64 59 50 
35 91 | 84 81 71 64 58 53 44 
30 84 | 78 73 64 56 51 47 38 
25 75 69 64 55 49 44 40 32 
20 64 | 58 54 46 45 38 33 26 
15 51 46 42 36 31 28 25 20 
10 36 32 30 25 | 21 | 19 17 | 14 
5 19 17 15 12 | ie |) 10 9 7 
0 0 0 0 Of Wry 6 0 0 
| 


2. When the static fluid level is less than double the thickness of the 
productive sand above the bottom of the source rock, for maximum produc- 
tion the operating fluid level must be maintained at an elevation above 
the bottom of the productive sand equivalent to half that of the static 
fluid level above the same point. 

3. For best results, the operating fluid level must never fall below the 
middle of the productive stratum. 


IMPORTANCE OF KNOWLEDGE OF OPERATING FLUID LEVEL IN SECURING 
Maximum PRODUCTION 


The foregoing analysis should convince the reader that the maximum 
production of oil from a well is realized only when the fluid surface within 
the well is maintained at a definite level. Furthermore, some of the 
factors that determine this fluid level are variable; therefore the critical 
fluid level itself is variable. ‘That is, a position of the fluid level that is 
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proper at one period in the life of a well, is improper at some later period 
when pressures are lower or when the radius of drainage of the well is 
smaller. In general, these two variables are progressively reduced 
throughout the life of the well, so that the fluid level should be correspond- 
ingly lowered; but there is no uniformity in this variation in different 
wells, for local differences in texture and thickness of the oil sand and 
variation in the properties of the oil are important variables in comparing 
the results obtained from wells in different localities. Again, when back 
pressure is applied to a well to conserve gas or to control sand influx, the 
fluid level within the well will be depressed; or if vacuum is applied, the 
fluid level will rise. In such cases, slight variation in the pressure condi- 
tions within the well will necessitate prompt change in the pumping adjust- 
ments if efficiency in oil extraction is to be maintained. 

In addition to increasing the current and ultimate recovery of oil, 
maintenance of the most efficient fluid level in a pumping well will prob- 
ably also result in maximum economy in the expulsive force of the 
occluded and dissolved natural gas. It is well known that many wells that 
are capable of flowing 40 or 50 bbl. of oil per day will often produce double 
that amount when pumped. 

While the importance of maintaining a proper fluid level in pumping 
wells is generally recognized among oil producers, few appear to have 
developed any definite method of determining the position for the oil 
surface that will yield maximum production, other than by ‘“‘cut-and- 
try’? methods. Usually, when a well is placed ‘‘on the beam,” the work- 
ing barrel is lowered successively to lower and lower positions and dif- 
ferent lengths of stroke or pumping speeds are experimented with until 
the combination giving the maximum production is found. Often 
during such tests, the results are influenced by other variables such as gas 
flows, temporary mechanical inefficiency of the pump due to sand incur- 
sion, gas locks, etc., and the operator in many cases adopts a system of 
pumping that does not result in the maximum production of oil. Too 
frequently, he assumes that the pumping adjustments determined as 
suitable during the early life of the well are proper at later periods; that 
is, he fails to recognize the importance of changing conditions which 
require.a change in fluid level if maximum production is to be maintained. 
Few operators have any knowledge of the operating submergence of their 
pumps, figures on submergence of working barrels usually representing 
the static submergence or the depth below the fluid surface after the 
pump has been idle for a time and the oil has had time to rise in the well 
until partial or complete equilibrium of forces has been reached. 


A F.Luip-Levet Inpicator ror Use In Om WELLS 


With the purpose of providing a means of continuously recording the 
operating submergence of an oil well pump, or the position of the fluid 
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level within the well hits the pump is at work, the writer has devised a 
fluid-level indicator, the use of which should lead to a better understand- 
ing of the eondstions within the well and to greater efficiency in oil extrac- 
tion. This indicator is shown in Fig. 4 in its simplest form. A tube A 
is attached rigidly to a cylindrical cup B and is concentric therewith; 

these parts must be made of iron, steel, or some other metal that conten 
electricity but is not attacked by mercury. The cup B is partly filled 
with mercury, which finds access to the interior of tube A through holes 
C near its lower end. Both ends of the tube A are tightly sealed with 
suitable plugs D and E made of material that is not a conductor of elec- 
tricity, so that the space within the tube is capable of retaining air and 
mercury under pressure without leakage. Extending through the center 
of the tube A, and stretched rigidly between the insulating plugs D and 
E, is a wire F made of high electrical resistance metal, such as nichrome. 
Electrical connections G and H are provided near the top of tube A by 
means of which wires J and J, made of copper or other material of low elec- 
trical resistance, are connected respectively with the high-resistance wire 
F and the tube A. Wires I and J are covered with insulating material 
and twisted together to form a cable that extends to the surface and to 
the instrument where the fluid level is to be recorded. This cable is 
sheathed in a covering that will protect the insulating material about the 
wires from detrimental contact with the fluid in which it is to be 
immersed. The cable is attached to a supporting bail screwed to the top 
of tube A and serves as a suspending medium by means of which the 
entire device may be lowered to the bottom of the well. 

Before lowering the indicator into working position, valve K, which 
provides a means of adjusting the volume of air above the mercury surface 
in the tube, is opened, thereby causing the mercury to assume the same 
level in tube A as that of the main body of mercury in cup B; the valve is 
then closed. As the device is lowered into the well fluid, the latter has 
access to the top surface of the mercury in the cup B through holes L 
in the cover; the mercury surface in the cup is depressed as the static 
head increases, while air imprisoned in the upper part of the tube is com- 
pressed to an equivalent pressure and correspondingly smaller volume. 
The greater the static head imposed above the mercury surface, the 
more the latter will be depressed in the cup B and elevated in the tube A; 
that is, the greater the fluid pressure, the shorter will be the length # 
resistance wire exposed above the mercury surface. 

Near the point where the fluid level is to be recorded, wires J and J 
are connected with a source of electricity of suitable voltage, through an 
ammeter M sufficiently sensitive to indicate small changes in the flow of 
current; see Fig. 5. The source of the electric current may be a lighting 
circuit with a low-voltage transformer in circuit or, if the well is not too 
deep and a milliammeter is available, a group of dry cells connected in 


series or a storage battery may be used. The voltage must be propor- 
tioned to the resistance imposed by the circuit and the high-resistance 


1310 SIGNIFICANCE OF FLUID LEVEL IN OIL-WELL PUMPING 
wire F must be of such length and cross-section as will make the ammeter 
4 
‘ 
f 


Fig. 4. Fie. 5. Fig. 6. 
Fig. 4.—VERTICAL SECTION THROUGH CYLINDRICAL TYPE OF FLUID-LEVEL INDICATOR. 
Fic. 5.—AMMETER AND CONNECTIONS FOR USE WITH FLUID-LEVEL INDICATOR. 
Fic. 6.—ANNULAR FORM OF FLUID-LEVEL INDICATOR FOR USE WITH PLUNGER PUMP. 


sensitive to small changes in the position of the mercury surface. If 
greater length is needed for this high-resistance wire than is afforded by 
the length of tube A, the resistance element may be in the form of a spiral 
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wound on a core of some non-conducting material. For very low sub- | 
mergence, the space within the tube above the mercury surface may be 
maintained under vacuum as in the ordinary mercury barometer. 

The electric current flowing into the device through wire J , is short- 
circuited from the walls of tube A, through the mercury to the resistance 
wire thence back to the ammeter through wire T; hence, as the mercury 
surface rises in tube A, as a result of increase in the superimposed fluid 
head, the current flows through a shorter length of the resistance wire, 
resulting in more current passing through the ammeter. By calibrating 
the ammeter dial to accord with computed changes in the volume of air 
imprisoned in tube A, or of the mercury surface in A, in terms of the 
known or measured resistance offered by the circuit for different positions 
of the mercury surface, a direct reading of the depth of superimposed 
fluid is obtained. For use under low submergence, a brine solution or a 
solution of any electrolyte may be used instead of mercury. By using a 
recording type of ammeter, a continuous record is secured. Unless a 
continuous record is desired, however, the current need be used only at 
such times as measurements are required, switch N providing an ever- 
ready means of controlling the current. 

The writer has constructed an indicator of the type described, having 
an iron tube 0.824 in. in internal diameter and 2 ft. 8 in. long, which is 
sensitive to a change of as little as 1 ft. in the position of the fluid level. 
The high-resistance element is a straight length of No. 22 “‘nichrome” 
wire (resistance about 1 ohm per foot) and No. 6 copper wire (resistance 
2.1 ohms per mile) is used for the electric circuit. This instrument has 
been tested for the measurement of fluid depths as great as 150 ft., using 
a storage battery having a potential of 5.6 volts as a source of current. 

If a lighting circuit furnishes the current, the size of the resistance wire 
must be proportioned so that the resistance element does not become 
heated. At elevated temperatures, the resistivity of the circuit will be 
much decreased, the pressure of the imprisoned air above the mercury will 
be increased, and the mercury will be partially vaporized. 

For use in connection with an oil-well plunger pump, the design may 
be slightly altered, as illustrated in Fig. 6. Here the cup B has been 
replaced by an annular mercury reservoir, the inner wall of which fits 
snugly about the outside of the pump working barrel, resting upon the 
upper edge of the foot piece. The tube A attached to the mercury reser- 
voir, as before, extends upward in close contact with the outer surface of 
the pump working barrel and is attached thereto near its upper end. The 
cable containing the copper conductors is bound, at intervals, to the 
outside of the well tubing to prevent its becoming entangled as the latter 
is inserted or withdrawn from the well. 
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Use or FLvuID-LEVEL INDICATOR IN DETERMINING PROPER RATE OF 
Pumrina to Secure Maximum PropuctTION oF OIL 


Assuming that a fluid-level indicator has been installed at a pumping 
well and has been properly adjusted to indicate the approximate position 
of the fluid surface in the well at all times, it should be possible to deter- 
mine quickly the length of pumping stroke and frequency of stroke that 
will yield a maximum production of oil. 

If the pump is started after a period of idleness, the fluid level will be 
high: probably high enough to have reached its static level, or position of 
equilibrium, with the oil pressure at the horizon where it enters the well. 
The working barrel should be placed as near the bottom of the productive 
stratum as is consistent with proper exclusion of sand from the pump. 
A suitable length of stroke (according to the depth of the well and its 
probable production) should be provided by proper adjustment of the 
wristpin in the crank. The engine or motor is then started, using at 
first, say, 15 strokes per minute, and the fluid-level indicator observed 
until equilibrium is reached between the incoming oil and that pumped 
out. When the fluid level becomes stationary, the rate at which the oil 
is discharged from the lead line is carefully gaged. 

If the fluid level is higher than that at which computations (similar 
to those described in the foregoing pages) indicate the maximum produc- 
tion should be secured, the speed of the engine is increased until a lower 
fluid level is established and a second gaging test ismade. This process 


is repeated until the frequency of stroke and operating fluid level giving 


maximum productivity is determined. The fluid level must reach a posi- 
tion of equilibrium in each test and the fluid level adopted for permanent 
adjustment of the pumping speed must be that which yields the maximum 
quantity of oil. If oil is pumped from the well more rapidly than it is 
able to enter, continued sinking of the fluid below the depth at which 
proper action of the pump is secured will at once be apparent. This 
adjustment can be made as satisfactorily, perhaps, without the aid of a 
fluid-level indicator or without any knowledge of the position of the 
fluid surface, but the indicator will make it possible to determine the 
proper pumping speed with greater precision and more expeditiously. 
While the fluid-level indicator will be of considerable aid in making 
the initial adjustments, its chief value is found in the later period of 
routine operation. If wear of the pumping device or sand accumulation 
or a ‘“‘gas lock” in the working barrel has occasioned mechanical ineffi- 
ciency resulting in decreased production or if, for any reason, the flow of 
oil into the well has increased, the fluid-level indicator will show a higher 
level than that determined as most efficient, and proper remedial measures 
may be taken or the pumping speed increased until the proper level is 
again established. Again, if the yield of the productive sand should 
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_ suddenly decrease, as in the case of clogging of the sand pores with par- 


affin, the fluid-level indicator will prescribe a slower rate of pumping. By 


frequent inspection of the fluid-level indicator, the operator is able 
_ promptly to adjust the pump to meet any contingency, and continued 


gaging tests of individual wells become unnecessary in so far as pump 
adjustments are concerned. Maximum efficieney in oil production may 
thus be secured. 

By a little ingenuity in the arrangement of electrical circuits con- 
nected with the ammeter or indicator circuit, an electric bell could be 
caused to ring in some central establishment on the lease whenever the 
fluid level in any well deviated from its pre-established position, thus 
indicating breakage of rods, parting of tubing, “sanding up” of the pump, 
failure of the power, or other irregularities resulting in deviation from 
normal operating conditions. It should even be possible, by suitable 
electrical connections, to cause the fluid-level indicator to increase or 
decrease automatically the speed of the engine or motor when variation 
in fluid level requires such adjustment. 


Usr oF FLUID-LEVEL INDICATOR IN DETERMINING SoURCE OF WATER 
IN Ort WELLS 


A knowledge of fluid levels in oil wells is important in other ways; for 
example, if water breaks into a well from an extraneous source, it may be 
difficult to determine the horizon from which it comes; yet a knowledge 
of the source of the water is essential before repairs can be undertaken. 
If the well is equipped with a pump and a fluid-level indicator and the 
amount of fluid entering the well is within the capacity of the pump, 
determination of the horizon at which the water enters becomes a simple 
matter. All that is necessary is to permit the water to accumulate in 
the well until it establishes a head at which no more water enters. The 
pump is then started, first at low speed and then at successively higher 
speeds until the lowest possible stationary operating fluid level is reached; 
this will be approximately the level at which water enters. When the 
speed is increased beyond that necessary to maintain this lowest station- 
ary fluid level, the water is being removed more rapidly than it enters the 
well and the fluid level will continually subside. 


SUMMARY AND CONCLUSIONS 


The position of the fluid surface maintained within a well has an 
important influence on its productivity. Under the conditions prevail- 
ing within a well at a given time, maximum production is realized only 
when the fluid surface is maintained at a particular level and slight 
variation from this economic fluid level will often greatly alter the 
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recovery. If the static fluid level and the thickness of the productive 
stratum are known, the elevation at which the fluid surface should be 
maintained may be approximately computed. For low pressures, a 

* lower level will be preferable; never, however, below the middle point of 
the productive sand. 

The importance of a knowledge of the fluid levels maintained in wells 
while the pumps are at work is emphasized. To provide a means of 
determining the level of the fluid surface within a well at all times, a 
design for a fluid-level indicator is described and the advantages accruing 
to the oil producer through its practical use are discussed. The use of 
such a device should lead to a greater rate of production and consequently 
greater ultimate production; it will also be useful in indicating promptly 
breakage or mechanical inefficiencies of the pumping equipment. Its 
possible use in locating the source of water entering an oil well from an 
extraneous source is also suggested. 
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Determining the Constants of Oil-production Decline Curves* 


By Harry M. Rozssr,t Wasuineron, D. C. 
(New York Meeting, February, 1925) 


Asa result of the publication, several years ago, of some articles on deter- 
mining the constants of empirical formulas, the determining the constants 
of types of curves used for estimating the production decline of oil wells 
was brought to the writer for study. Methods requiring the minimum of 
time and labor and the maximum of rigor were sought, as it appeared that 
the nature of the data from which such curves are computed and the 
relative uncertainty of occurrence of the events predicted from them did 
not justify close adherence to the theory on which the solution of such 
problems is ordinarily based. 

The technical deficiencies of the solutions presented in this paper, from 
the standpoint of the method of least squares, are readily apparent to 
those familiar with that method, but their presentation in detail here is 
irrelevant to the subject matter. However, it is the author’s conviction, 
after a rather exhaustive study of the problem, that the value of the 
solutions lose little by the approximate application of the conven- 
tional theory. 

It must be understood by those who use these formulas that the solu- 
tions herein given, and the formulas based on them, are merely facilities 
to aid the valuation engineer in forecasting future events. It is assumed, 
also, that before application is made of them, prescient judgment based 
on the circumstances in each case, shows that the forecast has some 
probability of realization. On this basis only will these formulas be 


found useful. 


* Published by permission of the Director of the Bureau of Standards. 
{ Engineer Physicist, Bureau of Standards. 
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Engineers in-the oil industry have settled upon two types of curves 
for estimating production decline, viz., y = kr?, and y = ka" wherein 
y is the production, in barrels, for a given accounting period 2, and 
k, r, and n are constants. Given the constants, the formulas can be 
used to determine the production for a subsequent period and the total 
available oil under ground after a given period. Numerical examples on 
which to demonstrate the proposed solutions may be found in the article 
by Charles S. Larkey, in Mintna AnD Meratuurey.' They have been 
selected because the results herein obtained may be directly compared 
with the results obtained by methods more or less current in the industry. 
In fact, this paper may be considered as supplementing that article. 


SoLuTION FoR Form y = kr* 


By taking the logarithms of both sides of the equation y = kr, the 
form will plot as a straight line on semi-logarithmic cross-section paper. 
Thus, y = kr? = logy = logk + zlogr. 

Plotted on semi-logarithmic cross-section paper, this has the y-inter- 
cept k, and slope r. Exactly similar results may be obtained by plotting 
values of log y against values of k on ordinary cross-section paper. 

It has been shown? that the best straight line that can be fitted to 
a set of observations distributed according to the law y = a + bz 
must pass through the point x, y = Im, Ym, Where 2» is the arithmetic 
mean of the observed values of x, and ym is the arithmetic mean ( 
of the observed values of y. This fact may be made extremely useful 
in any problem requiring the fitting, by trial, of a straight line to a 
set of observations presumed to follow a linear law with respect to the 
independent variable because one point through which the required line 
must pass is rigorously determined. Consider for example the observa- 
tions given in Fig. 2 of the article by Mr. Larkey. 


x y 
YEARS BARRELS Log y 

1 36,952 4.56763 
2 31,753 4.50178 
3 23,153 4.36461 
4 20,834 4.31877 
5 17,514 4.24339 
6 13,041 4.11531 


Mean value of « = x, = 3.5; mean value of log y = ym = 4.35192. 
According to the theorem, the best straight line through the 
plotted points must pass through the point 2m, ym = (3.5, 4.35192), and 
may be located by rotating a straight-edge about that point until it 
appears to be in the proper position. Those who cannot rely on their 
judgment to decide the best position may resort to the following expedient: 


1 (July, 1923) 4, 341; it is reprinted in this volume, see p. 1322. 
2 Phys. Rev. (1917), 9, 80. 
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Consider any two observation equations 
log y: = log k + 2 logr (1) 
and log y2 = log k + 2 log r (2) 
Subtract (2) from (1) 
log yi — log yz = (a1 — 22) log r, 
_ logy — log yy 
Ty — % 

This gives an approximation for log r that is the slope of the required 
line. The value of log r from a single calculation such as this should not 
be considered the correct value; the mean of a sufficient number to give 
a stable value should be taken. There are as many such calculations 
for log r possible as there are combinations of the number of observations 
two at a time; in the case at hand, there are fifteen possible, and if the 
fifteen are made, the mean of the group should be exactly the same as that 
calculated by the method of least squares shown in Mr. Larkey’s article. 
For practical purposes, only enough need be made to satisfy the computer 
that he has a stable value. 

Having determined log r, and consequently r, k may be determined 
from the relation, 


or, logr = 


log k = ym — Im log r, 
wherein y, and xm are as defined before. The curve is thus com- 
pletely determined. 


SoLUTION FOR Form y = kz” 


If the center of codrdinates of the original data is properly located, 
the equation y = kz” plots as a straight line on logarithmic cross-section 
paper; but unless so located, it will plot as a curve concave toward the 
y axis, if the center of codrdinates is too far to the left, and convex, if 
too far to the right. This fact is emphasized on p. 78 of the Manual 
of the Oil and Gas Industry, issued by the U. S. Internal Revenue Service, 
and in Mr. Larkey’s article. A disadvantage of the equation in the form 
given is that two independent computers will obtain the same constants, 
and thus the same curve, only by chance except through laborious calcu- 
lation. The curve type, as adopted, is fundamentally inadequate; the 
difficulty would be eliminated if the following form were used; 

y =k +)" 
in which k, c and n are constants. With this form, any two independent 
computers who determine the constants by ordinarily reliable methods 
must necessarily derive the samecurve. Further, the curve as determined 
will plot as a straight line on logarithmic cross-section paper. A short 
solution for the constants k, c, and n will be illustrated by determining 
them for the curve shown in Fig. 4 of Mr. Larkey’s article. 
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Take the logarithm of both sides of this equation and there results 
log y = logk + nlog (x +c). Treating any two observation equations 
thus, we have 


log y: = log k +n log (a1 + ¢) (1) 
log ye = log k + n log (a2 + ¢) (2) 

Subtracting (2) from (1) and solving for n, 
log y1 — log yz 3) 


" = log (a1 + c) — log (a2 + ¢) 

For convenience in handling solutions of this type, let it always be © 
considered that the value of (2 + c) corresponding to the first observa- 
tional value of y is unity. 

The constant c and the corresponding value of n may be determined 
_by adding different trial values of c to values of x and solving equation 
(3) for n. The value of c that gives a constant value of n for all pairs of 
observations 21, yi and 22, y» is the proper value of c and the value of n 
thus found is the one required. A simple and systematic manner of 
doing this is as follows: 


DercuingE Data FoR PROPERTY IN Sxc. 12, T. 21N., R. 12E., 
Tuusa County, Oxua. (Larkey’s Article) 


| 
_ First | (x +c) | Difeeee 
: toeY laoenetogyn| Yes | MRP EO loge: + 0) — 
: 
20,567 4.31317 | 1 0.00000 — 
+0. 14956 0.30103 
14,575. 4.16361 | 2 0.30103 | 
| 0.12261 | | —0.17609 
10,990 4.04100 | 3 0.47712 | 
‘ +0.10802 | —0.12494 
8,570 3.93298 | 4 0.60206 — 
+0.09193  —0.09691 
6,935 3. 84105 | 5 | 0.69807 | 
+0. 08221. | —0.07918 
5,739 3.75884 _| | G euip alien O:77S1B a 
| ~ 0.06695 
ie) iO Ske loam 
| | | 0.05799 
8 0.90309 | 
|  —0.05115 
| | gv “le eorggaound 
| | | —0.04576 
| | 10 1.00000 | 
| | 0.04139 
| vi | 1.04139 | 
| | —0.03779 
| 12 | 1.07918 
| 
i ne ee 
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Having prepared a table of logarithmic differences and assuming that 
c is a certain integral value, divide the succeeding differences for log y in 
order by the differences for the appropriate values of log (x + oy 

Thus assuming that c = 2, then (; + c) = 3 and the log (« + c) 
difference corresponding to (%1 +c) = 3 is —0.12494. Dividing the 
first log y difference (+0.14956) by this quantity yields the value 
n = —1.197. Insuccessive order, 0.12261 + —0.09691 = —1.265 = n. 
This variation in the two values of n is too great to support the possi- 
bility of 2 being the correct value for c, so that it can be dropped and the 
same procedure may be carried out for c = 3, or until a value is found that 
yields a reasonably constant value of n in the successive divisions. 
The divisions may be made with sufficient accuracy on a slide rule. 
The accompanying table is not necessary to the practical solution 
but it illustrates how the values of n vary corresponding to assumed 
values of c. 


VALUES OF 2 CORRESPONDING TO ASSUMED VALUES OF c 


oe c att | ee = | - - | Pi 7 
—0.497 | —0.849 | —1.197 | —1.543 | —1.889 | —2.234 | 2 1 
—0.696 | —0.981 | —1.265 | —1.548 -1.831 | -2.114 3 p) 
=0.964 | —1.115 | —1.364 7 —1.613 | —1.863 | =) 111 ||. 4 3 
=0.949 | —1.161 | —1/878' | —1.585 | —1.797 | —2.009 | 5 4 
—1.038 | —1.228 | —1.418 | —1.607 | —1.797 | —1.986 | 6 5 
| | 
'Mean = | —1.835 | 


The values in each column of the table are computed, as outlined, 
for each assumed value of cfromc = O0toc = 5. It will be noted that in 
all the columns corresponding to c = 3 or less the values of n tend to 
become greater as x increases. For values of c = 4 or greater the corres- 
ponding values of n become less as a increases. This indicates that the 
correct value of c lies between 3 and 4; but as integral values are satis- 
factory tabular interpolation need not be applied to determine the 
fractional value and c = 4 may be selected as the correct one. The mean 
of the five values of n may be taken as the proper value of n; or if a better 
one is desired, after having selected the value of c more values of n may be 
computed and the mean of the group taken. With the set of observations 
at hand, fifteen such solutions are possible and the mean value of n from 
all should agree exactly with Mr. Larkey’s solution. 

The mean of the five values, in the accompanying table, for ¢ = 4 
is n = 1.835.. This is a practical agreement with Mr. Larkey’s solution, 
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which results in: beginning his values of « with « = 5, and n = 1.8415. 
The values of n and ¢ thus determined establish the plot as a straight 
line on logarithmic cross-section paper or on ordinary cross-section paper 
if values of log y are plotted against values of log (x +c). It is known 
from the theorem cited above that if ym is the mean of the values of log y 
and xm is the mean of the values of log (x + c) the line must pass through 
the point (am, Ym) = (0.86326, 4.00844). The value of n determines the 
slope and thus the line is determined. 


The constant k is determined from 
log k = ym — Nm = 4.00844 + 1.835 XK 0.86326 = 5.59252 
k = 391,300, which determines the curve. 


EstTIMATION OF AVAILABLE UNDERGROUND OIL SUPPLY 


The extreme extrapolation required when estimating the available 
underground oil supply after the production-decline curve for a well or 
field has been determined would be discountenanced in ordinary physics 
or engineering practice. Granting, however, that the exigencies of the 
situation justify it in this case, simpler methods may be employed for 
estimating the underground supply than have come to the author’s 
attention. 

To use the formula y = kr, the total oil remaining underground after 
a given period x’ may be computed from the formula, 


Q = igge = Brtoe.(;) 


This formula is derived by integrating function (1) from 2’ to infinity. 

If x’ be the time at which the economical production limit will be 
reached, the total obtainable supply is 

Q= 


log. via eine) 
which is derived by integrating function (1) from 2’ to x’’, x’ being deter- 
mined from 


ae log y! — log k 


log. r 


in which y’ is the economical production limit. 


Similarly for the form y = k(a +c)". The total-oil remaining under- 
ground after a given period 2’ is, 
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Mathematical Determination of Production Decline Curves* 
By Cuarues 8S. LARKEY 


Numerous papers have been published on the use of graphic methods 
for determining the best curve for estimating the production decline of 
oil wells but, as far as the writer has been able to ascertain, nothing has 
been published showing how curves may be worked out mathematically 
that will conform most closely to the production data under consideration 
in any given instance; hence the writer has endeavored to show just how 
such application can be made. 

Among the valuation engineers, two types of curves are in current 
use for the representation of the decline in production of oil wells. One 
may be represented by the equation, y = kr*; this is sometimes known as 
a percentage curve, for the production for any period is multiplied by a 
constant rate or percentage to obtain the production for the succeeding 
period. It appears as a straight line on semilogarithmic cross-section 
paper. The other curve may be represented by the equation, y = kz”, 
and is shown as a straight line on logarithmic cross-section paper. 

In each equation, y represents the number of barrels produced in a 
given period of time, and x the successive periods of time. The other 
letters are constants to be determined for each well, or group of wells 
considered in arriving at the most probable curve to represent the rate of 
production for a given property. From this the underground reserves 
may be estimated by extrapolation, or by extending the curve beyond 
the last known period of production to show the most probable produc- 
tion values for the future. 


APPLICATION TO THE BuRBANK Poon 


Fig. 1 relates to a property in the Burbank Pool, Osage County, Okla. 
The production is shown as an average per well per month, is plotted 
to the vertical scale of barrels on the left-hand margin and to the hori- 
zontal scale of months at the bottom of the chart. In column y, the 
number of barrels is listed beginning with May, 1922, as the first month on 
which to base a decline curve. The type of curve used is of the form, y = 
kr*, or, expressed in logarithms, log y = log k + x log r, in which log k 
and log r are constants to be determined so that the curve will most 
closely approximate the production data given. 


* Presented before the Mid-Continent Section, Tulsa, Okla., Apr. 27, 1923. 
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To determine the best values to be assigned these constants, the 

work may be tabulated as shown in Fig. 1, in which, for convenience, 
log k is represented by b and log r by m, the equation becoming log y = 
me +b. 
Substituting the successive values of x and log y in this equation, 
a series of equations are formed in which m and are unknowns. Thus, 
writing the unknowns in the first member and log y in the second member, 
the first equation, by substitution, becomes 


b+m = 4.1427 
the second, b + 2m = 3.9608 
the third, b + 3m = 3.9374 


and so on, one equation being formed for each set of values in x and y. 


14000 Ty-ke® “TOT 
g y=logk+xlogr 
ts logk 


12000 andm=logr 
log y=mx+b > | | Computed 
bb bx y blogyx'xlgy y 
10,000 1 1389 4.1427 1 4.1427 13,543 
° 8,000 
5 
6,000 
4000 49 AS 61G06 33,1425 25 
= 33.1425 
2000 n> 158.9745 
0 LOS — o =e 


aS 
192 1923 


Fig, 1.—Proprerty IN BURBANK POOL. 


From any two of these equations thus formed, b and m may be deter- 
mined directly by means of the familiar algebraic principles of simultane- 
ous equations; but if different pairs of equations are taken, different 
values for b and m will be given in each instance; hence, to obtain values 
that will most nearly satisfy the conditions of all the equations in the 
series, it is necessary to adopt some plan whereby each equation is given 
an equal weight. This is done by multiplying each equation, in turn, by 
the coefficient of b in such equation, and adding all the resulting equations 
together to form a normal equation. Then, in the same manner, each 
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equation is multiplied in turn by the coefficient of m in such equation and 
the resulting equations added together to form a second normal equation. 

In Fig. 1, under the columns headed bb, bz, and b log y, are to be found 
the resulting coefficients of the series when multiplied by the coefficient 
of b, which is 1 for each equation and does not change the value of the 
original coefficients. The sums of these columns give the coefficients for 
the first normal equation, 9b + 45 m= 33.1425. 


| 2 Com 
y blogy x° xlogy y 
36952 4.56763 | 4.56763 37,335 
9,00356 36,483 

13.09383 24.887 

17.27508 20,319 

21.21695 16589 

24.69/86 13,544 


Normal equations: 
6b+2ilm=26.11149 
21 b+91m =89.84891 

from which, 
~| b=4.66018=log 45,728 
‘4 M=1.91193 =10g . 81645 


Fie. 2.—PRopERTY IN Sec. 33, T. 18N., R. 7E., CremxK Country, Oxia. 


The columns headed ba, x? and a log y, show the resulting coefficients 
when each equation is multiplied by the coefficient of m, which is the 
value given for x. The sums of these columns give the coefficients for 
the second normal equation, 45b + 285m = 158.9745. Solving for b 
and m in these two equations 


b = 4.244 = log 17.539 
m = 1.8877 = log.0,77215 


Substituting these values for the constants in the original equation, the 
curve is represented by y = 17.539 X 0.77215*. This curve is shown as a 
dotted line on Fig. 1 and approximates the production curve very closely. 

The mathematical proof that it is the most probable curve, of the 
type selected, to represent the given data, will not be given here as this 
is fully treated in a number of excellent works on the method of least 
squares, of which method this is merely an application to a particular type 
of equation. 


or a Lad 
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Fig. 2 shows the application of the same type of equation to the pro- 
duction of a property in the Cushing Pool, Creek County, Okla., the 
constants being arrived at in the same manner as before. In this 

| example the production periods are years instead of months and the 

| production has not been reduced to an average per well, as the same 

_ number of wells were producing throughout that, portion of the life of the 
lease considered. If, however, it is desired to express the equation as an 
average per well it is only necessary to divide the constant, 45,728, shown 
in the final equation, by the number of wells-actually producing. 


blogy x2 xlogy Comp uted 


1,316 24.05065 91 $2.25360 67,05! 


Normal equations: _ which gives 
6b+2lm=24,05065 b=4,39318=log 24,728 
421 b+91m=82.25360 me 1-89008-log 77639 


__ from which, y=24,728 x 0.7764" 


- 


BCC FS 
Fic. 3.—Prorerty 1N Sec. 12, T. 21N., R. 12 E., Tutsa Country, OKLA. 


APPLICATION TO TULSA CouUNTY, OKLA. 


In applying the same type of equation to a property in Sec. 12, T. 
21N., R. 12E., Tulsa County, Okla., it was found, as shown in Fig. 3, 
that the theoretical curve did not follow the production curve very closely. 
Here clearly an equation of the type y = kr? does not apply, and a curve 
of the type y = ka” is used. This application is shown in Fig. 4. 
Expressing the equation in the logarithmic form, 


log y = log k + n log gz, 


in which log k and n are constants to be determined. The method of 
determining these constants is essentially the same as that used 
in the other type of equation, the principal difference being that + must 
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be assigned some initial value such that when plotted on logarithmic 
cross-section paper the points will approximate a straight line. This was 
actually done in this instance by plotting on the logarithmic paper and 
shifting the points to right or left until such alignment was apparent. 
This gave an initial value of 5 for x, the successive values of x being in 
arithmetic sequence. These values are used in the table shown on Fig. 
4. In this table, u = log y; b = log k; and m = log x. The coefficients 


Years 


69897 4.31317 .48856 3.01478 20,431 
‘TIBIS 4.1G3GL 60552 3.23991 14.629 
84510 4.04100 .71419 3.41505 11014 
30309 3.93298 81557 3.55183 8613 

4 3.84105 .91057 3.60528 6934 
iae060 3.75884 [00000 3.75884 5 Til 
6 5.11955 24.05065 4.53441 20.64569 67,352 


Nae peciuations: which gives 


rngssn=24.05065 : 
| sree e344 =2064569 lms geek fs 


} whence , Y= =396,445x" iat 


O fr co Oo = an Oo =F te aonmno—- A Mm 19 oO 

SELSL2arannrrea Guardian nm ro 

2 ca 2B & o> 
REN vs} 


Fig. 4.—Proprrry IN Suc, 12, T. 21N., R. 12E., Tuntsa Country, Oxua. 


for the first normal equation are obtained from the sums of the columns 
headed bb, bm, and bu, which represent a series of equations multiplied 
by the coefficients of the first unknown b, giving the equation 6b + 
5.17955n = 24.05065. 

The coefficients for the second normal equation are obtained in a 
similar manner from the columns headed bm, m? and mu, which represent 
the same series of equations multiplied by the coefficients of n, giving the 
equation 5.17955b + 4.53441n = 20.64569. 

Solving these equations it is found that 


b 


n 


5.59818 = log 396,445 
— 1.84149. 


Substituting these values in the type equation, 
y = 396,445x.—1-84149 
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The curve of this equation is shown as a dotted line on Fig. 4, where it 
appears only in extension of the given production curve, for the reason 
that the computed and the actual values of y are so nearly the same that 
the two curves almost coincide and cannot be plotted except as one curve 
on so small a scale. 

Fig. 5 shows a comparison of the two types of curves as obtained from 
the computations shown on Figs. 3 and 4. From this comparison it is 
easy to see that the curve having the equation y = 396,445a-!-84149 or a 
logarithmic curve, is the best curve to use for estimating the future 
production of this property, and is undoubtedly the type of equation 
that would be invariably selected to represent any production decline 
which shows similar characteristics. 


Two Types or CuRVES COMPARED 


The examples worked out show that if production decline belongs to 
the percentage-curve type, two engineers estimating the reserves for a 
given property should arrive at exactly the same result by applying the 
mathematical method outlined. But, that the results thus obtained 
will necessarily be nearer the true reserves than those obtained by 
graphic methods, cannot be definitely affirmed, for innumerable geologic 
and other factors affect the production of an oil well, of which the engineer 
has no knowledge, and over which he has no control. 

For curves of the logarithmic type, two engineers will arrive at the 
same result only if they use the same value of x for a starting point. 
In determining the curve of this type shown in Fig. 4, the equation 
arrived at represents the best curve for the given data so long as z is 
given an integral value. However, if fractional values are taken, such 
as 4.8, 5.8, 6.8, ete., instead of 5, 6, 7, etc., as used, an even closer 
approximation curve may be found to represent the decline. In fact 
the writer computed another equation of the same type for this property 
using the values for x indicated above, and arrived at an equation, ie 
339,008a-1:78868, which actually satisfies the given conditions a little 
better than the equation computed in Fig. 4. 

This brings up the objection to a mathematical consideration of the 
logarithmic curve that a number of trial computations are necessary to 
arrive at an equation which satisfies the degree of precision desired; and 
inasmuch as the labor involved.in carrying out the necessary calculations 
is great, in most instances this method is prohibitive. 

The following conclusions may, therefore, be drawn: 

Decline curves may be determined by the method of least squares 
with precision for production that declines at a constant rate or follows 
a percentage curve; hence this method may be used where time permits 


and the best possible curve is desired. 
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For production declines following the logarithmic type of curve, a 
number of trial computations are necessary to determine the best curve 
within the limits of precision assigned; hence it is questionable whether 


Fs a Pe 
Kl Wl ae Pn Fa Wa 
AN hulel ls aaa eal ao le ee eae 
ele: chlo a an hada i, (a eRe ee 
FA Wad as We ea De eS = 
SS 
i A a GD 
SN Sa SI 
PCCP eee ET 
MRE 

Saree ret Tr 
eR aS |_| 


= SES SHS as, Si a s & 
= mere rs = 
Fig. 5.—Proprrry In Sec. 12, T. 21N., R. 12E., Tunsa Country, OxKuA. 


24,000— 


20,000 
16,000 


2) 
o 
= 
£12,000 
faa) 


0 


or not it is worth while to use the method of least squares in working out 
curves of this type, especially in view of the fact that, with care, almost the 
same result may be arrived at graphically by the use of logarithmic cross- 
section paper. 
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sD Take Study of Well Logs on‘the Mexia Type of 
Structure 


By Freperic H. Lagse,* eed Ds Dattas, ‘Tx. / 


(New York Meeting, February, 1925) 


THE purpose of this paper is to demonstrate the similarity of the 
oil-producing structures in the Mexia! fault zone, and to show how the 
apparently very irregular well logs in these fields may be used for the 
practical interpretation of subsurface conditions. 

The Mexia oil field, in Limestone County, Tex. (Fig. 1) is closely 
associated with a fault that trends about 30° east of north and has a> 
displacement of between 200 and 400 ft., with downthrow on the west. 
Minor slips accompany this major fault, some being roughly parallel to 
the main break while others are transverse to it. These faults belong 
to the so-called Mexia fault zone, a belt of fracturing that has been traced 
in its characteristic features southward to near Kosse, 15 miles south of 
Groesbeck, in southern Limestone County, and northward at least as far 
as the Trinity River at the eastern border of Navarro County, and possibly 
as far north as Hunt and Hopkins counties.’ 

The Balcones fault zone, from 30 to 40 miles west of the Mexia fault 
zone, differs from the latter in that its principal displacement is a down- 
_ throw on the east. In this respect, it is exactly the opposite of the Mexia 

displacement. Between these two zones of major faulting lies a great 
down-dropped block, or graben, which is broken by numerous 


minor faults. 


Or Fietps AssociaATED witH Mexia Fau.tt Zonp 


When speaking of oil fields associated with the Mexia fault zone, 
we refer only to those now producing from the Woodbine sand. In this 
category belong the Mexia, Currie, Old Richland or Seay-Cranfill, Powell, 
and New Richland fields, named in the order of their discovery (see Fig. 
1). Subsequent development may prove that the gas found in the Boyd 
Oil Co.’s Connor well, north of Kerens, is coming from another pool in 


the same fault zone. 


* Chief Geologist, Sun Oil Co. 
1 Pronounced ‘‘Meh-heé-a,” the x being sounded as h and the i as ee. 
2F. Julius Fohs and H. M. Robinson: Structural and Stratigraphic Data of the 


Northeast Texas Petroleum Area. Econ. Geol. (1923) 18, 709. 
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: The Mexia Oil Field* 


In October, 1920, the Humphreys Oil Co., drilling on the Mexia 
anticline, as it was known at that time,* under the advice of F. Julius 
Fohs, discovered oil at a depth of approximately 3000 ft. in the Woodbine 
sand near the base of the Upper Cretaceous system.® The first few 
locations were made with the object of testing this fold. As other wells 
were drilled, it gradually became evident that the oil in the Woodbine 
sand here owed its accumulation not so much to a simple anticline as to a 
major fault with attendant drag. The logs of wells have shown that 
the western edge of the pool is sharply defined where the Woodbine 
sand is cut by the Mexia fault (see Figs. 2 and 3). In some parts of the 
field this fault has a westward dip of 35° or 36° in the formations above 
the Austin chalk, but increasing to 50° or more from the top of the Austin 
chalk downward. Toward the northern and southern ends of the field 
either this fault steepens or it is intersected by other steeply dipping 
faults. The details of the structure at the two ends of the Mexia pool 
~ have not been thoroughly investigated by the writer. 

The relationship between accumulation and faulting at Mexia has 
been clearly established by subsequent development. The largest 
gushers were not far from the line where the pay sand is cut by the fault. 
In many instances, the western offset to a big well was found to be a dry 
hole if it happened to be drilled across this line. Eastward, the average 
flush production of the wells diminished to the eastern margin of the 
pool. The oil in the Mexia field is between 35° and 36.5° Bé. at 60° F. 

The maximum structural relief of the producing part of the Mexia 
structure is about 150 ft. Edge water was found between 2540 and 2550 
ft. below sea level. 

The Currie Oil Field 


Structural conditions in the Currie field have been described elsewhere 
by the writer. In brief, the production, which is contained in certain 
sands of the Woodbine formation at a depth of about 2950 ft., is banked 
up against a fault of the Mexia type, with a westward dip of between 
45° and 60°, a strike about 20° east of north, and a displacement of 250 ft. 
or more, with downthrow on the west (Figs. 4 and 5). The discovery 


3 W. E. Pratt aca F. EI Tahbes Faulting and Pereoera coment ane at Mexia, 
Texas. Bull. Amer. Assn. Pet. Geol. (1923) 7, 226. 

* Mapped by George C. Matson on the shallow gas sand. See U.S. Geol. Surv. 
Bull. 629 (1916). 

° The formations encountered in this general area, going downward, are: Midway 
(Eocene), up to 600 ft. or more; Navarro-Taylor shale and marl formation, 2000 to 2200 
ft.; Austin chalk, 385 to 475 ft.; Eagle Ford shale, 210 to 425 ft.; and. Woodbine 
formation, including chiefly sandstones and sandy shales, 300 to 400 ft. 

6 The Currie Field, Navarro County, Texas. Bull. Amer. Assn. Pet. Geol. (1923) 
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well, known as Meador 1, was drilled by the Humphreys-Mexia Oil Co., 
in the fall of 1921, the location haying been made by Mr. Fohs and his 
geological staff. As in the case of Mexia, this well was located on an 
anticline, but the fold is relatively small and poorly exposed. The prox- 
imity and relations of the big fault were not known until drilling revealed 


Fic. 4.— SKETCH MAP OF THE CURRIE OIL FIELD, SHOWING LINE AB or sEcTIoN 
ele ape FROM MAP FURNISHED BY TExas PRopucING Division OF THE 
the deep subsurface conditions. The oil is about 41° or 42° Bé. at 60° F. 
The maximum structural relief of the producing part of the structure is 
about 50 or 60 ft. Edge water was found at a depth of about 2540 ft. 
below sea level. 


The Seay-Cranfill Gas and Oil Field 


The extent of the Seay-Cranfill, or Old Richland, field has not been 
determined. The discovery well, estimated to have yielded a flush of 
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— over 50,000,000 eu. ft. of gas per day, was completed in January, 1922. 


It was drilled at a point where, as in the case of the Meador 1 at Currie, 
there seemed to be indications of a small anticlinal fold. This loca- 
tion was selected by D. J. Edson, of the Humble Oil Co. Subsequent 
drilling disclosed that this small fold is associated with a fault simi- 
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McCasz et al., Stupss 1. 


lar to the Currie: fault. The displacement here is 250 ft. or more.’ 
Production, consisting of both gas and oil (40° to 41° Bé. at 60° F.) as at 
Currie, comes from the Woodbine sand at depths between 2950 and 


3000 ft. 
The Powell Oil Field 


The Powell field, remarkable for the rapidity with which it was 
developed and for the huge daily yield when its production was at the 


7 Recently proved to Be fully 400 ft. in the Sun Oil Co.’s gas well on the Swink 
lease, about 2000 ft. south of the original production. 
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peak,* is bounded on the west by a fault of the Mexia type with a 
displacement of at least 400 or 500 ft. (Figs. 6 and 7). Production in 
the Woodbine formation is obtained from depths between 2800 and 2900 
ft. The oil has a gravity of about 36° Bé. The maximum structural 
relief of the productive part of the structure is about 150 ft., decreasing 
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northward from near the southern end of the field. Edge water was 
found between 2580 and 2600 ft. below sea level. 

The discovery well was completed in January, 1923, by the Corsicana 
Deep Well Co. on the Burke land about 1}4 miles south of the town of 
Powell. It was located a short distance down the flank of a small, 


8 Over 350,000 bbl. per day in the third week of November, 1923. 
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pronounced anticline that was mapped by Matson and Hopkins on the 
shallow oil-bearing sand of the Burke Pool.? Again, the association of 
this fold with a major fault of the Mexia type was not proved until after 
several holes had been drilled. Because the Burke discovery well was 
down a little from, and southwest of, the top of the anticline in the shal- 
low oil sand, the concensus of opinion at first was that the field would 
extend northeast. However, from the logs of a few dry holes drilled to 
the southwest, several geologists decided that a major fault passed some- 
where near the town of Navarro, and checkerboard protection acreage 
was purchased accordingly. Finding the Woodbine pay sand unex- 
pectedly high in wells drilled southwest of the Burke production soon 
caused an intensive leasing campaign in this direction and, eventually, 
the development of the pool southwestward as far as the town of Navarro. 


The New Richland Oil Field 


The discovery well in the New Richland field was completed in 
December, 1923, by McDonald Bros. on the A. N. Brown land. By 
drilling, this latest pool in Navarro County has been shown to be attached 
to a great fault of the Mexia type with a dip of 55° or 60° toward the west, 
and with a downthrow on the west amounting to 500 ft. or more. Pro- 
duction in this field is obtained from the Woodbine sand at depths 
between 2900 and 2960 ft. The oil is about 38.5° Bé. at 60° F. The 
maximum structural relief of the producing part of the structure is be- 
tween 30 and 50 ft. Edge water was first found between 2610 and 2615 
ft. below sea level. 


Importance of Mexia Type of Structure 


In reviewing the general characters of these oil fields, one is impressed 
by the peculiar, yet definite, structural conditions that attend the petro- 
leum reservoirs, and also by the close resemblance of these conditions in 
all the pools within the Mexia zone. Although, before the Mexia field 
was developed, the Mexia type of structure—a strike fault with upthrow 
on the side toward the regional dip of the strata—was regarded by geol- 
ogists as possibly favorable to oil accumulation, its great economic 
importance in the Mid-Continent region was not fully appreciated until 
within the last three years. During these years, much time and money 
have been spent in seeking similar faults, but, outside of the Mexia fault 
zone as just described, the only fields recently developed that seem to be 
associated with the same kind of displacement are the Luling field of 


9 (eas C. Miao and Ole B. Hopkin: The eoraasnd Oil and 
Texas. U.S. Geol. Surv. Bull. 661 (1917) 211. il and Gas Field, 
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Caldwell and Guadalupe Counties,'° and the chain of pools in the Mirando 
district of Webb County, Tex." 


Dimensions of Pools of Mexia Type 
It is characteristic of pools of the Mexia type that they are relatively 
long and narrow. This is because the oil has accumulated along and close 
to the fault. The dimensions of the pools to which we have referred are 
as follows: 


LENGTH ALONG Maximum 
Name oF Poon ; Fautt, MILEs WipTH 
AVIGXIS sere cre rs cic eee tere cs es j 7 14 miles 
CUTTIO. We bok. ae ee 2 2800 feet 
POWELL eo okt. See ee es 7% 4000 feet 
Tubing hss ac hic a a eee Re seat toad: 7% 4000 feet 
MGrando: group... eee ie a ay At least 25 5000 feet 


Luling and the Mirando group have been included for comparison. 
The Old and New Richland fields are omitted because their limits have 
not been sufficiently determined. 


Poor Exposure of Major Faults at Earth’s Surface 


In spite of the large displacement of the major faults that have 
controlled the accumulation of oil and gas in the pools of the Mexia fault 
zone, these faults are seldom clearly exposed at the surface of the ground. 
At Mexia, the displacement is indicated along part of its extent by the 
rather abrupt westward termination of outcrops of the Midway limestone 
along a fairly straight line, by steep westward dips of this limestone along 
its western edge, and by occasional indications of slickensiding. North 
of the Mexia field, another fault may be readily located near Tehuacana 
creek.!2 In a few scattered outcrops, northward in the zone, steep or 
irregular dips suggest faulting. With these few exceptions, however, the 
actual position of the surface trace of each of these big faults is very 
obscure. In the early days of the development, when dips and strikes 
were sought in actual rock outcrops and field work was carried 
forward rapidly, evidences of faulting that have since been found were 
almost-if not quite overlooked. We now know that a careful study of the 
Midway stratigraphic section reveals several members that can be 
recognized and traced for miles along their strike. In many places 


10 W. E. Pratt: Oil at Luling, Caldwell County, Texas. Bull. Amer. Assn. Pet. 
Geol. (1923) 7, 182. The discovery well of the Luling field, drilled by the United 
North & South Oil Co., was located on the recommendation of Vernon Woolsey, 
geologist, who found the controlling fault and mapped the’structure. 

11 Production at Luling is from the Georgetown, or upper part of the Edwards 
limestone, of Lower Cretaceous age, reached at depths near 2150 tte: production 
at Mirando is found principally in the Cook Mountain formation of Tertiary Age, 

) 0 to 2000 ft. 
e a ae eet associated with the Wortham pool, discovered late in November, 
1924, through the work of the geological department of the Boyd Oil Co. 
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formerly regarded as “‘soil covered,” a repetition of these Midway mem- 
bers can be found, thus indicating, within a hundred feet (though more 
often, within several hundred feet), the approximate position of the 
big faults. 

An interesting fact brought out in the study of these faults is that 
their displacement is less in the Tertiary than in the Cretaceous strata. 
In some cases, where the Austin chalk has been downthrown 400 or 
500 ft., the same fault has displaced the overlying Midway apparently 
not over 100 or 150 ft. Some geologists have attributed this feature to a 
gradual lessening of the displacement upward through the relatively soft 
Taylor and Navarro formations above the Austin; but while this may 
account for some of the decrease, the principal explanation is that there 
was some movement on these faults before the Midway was deposited and 
the displacement of the Tertiary beds was due to further slipping on pre- 
existing buried fracture surfaces.‘ There is a possibility, not yet demon- 
strated as far as we know, that the post-Midway movement in these deep 
fractures, which cut the Cretaceous and older rocks, was distributed 
through the Tertiary beds in several faults, focusing, as it were, at the 
pre-Midway trace of the old faults. 


INTERPRETATION OF SUBSURFACE CONDITIONS 


Practical Importance of Subsurface Study 


In oil-producing territory where surface exposures are poor, as in the 
Mexia fault zone, the study of subsurface conditions by means of well 
logs becomes of prime importance. It is true that some well logs are so 
poor that they are useless and that others are difficult to interpret; and 
for this reason some so-called “practical oil men” are inclined to cast 
aside all logs as of no value. This perhaps has been especially true of the 
Mexia fault zone records, which have differed so greatly and apparently 
without reason. The blame was at first placed on the driller (whom we 
admit is often too careless in keeping the records of the formations he 
penetrates), but too much undue criticism has been placed on the logs of 
wells in these pools. These logs vary, of course, but most of them can 
be interpreted within a limit of error that is small in comparison with the 
practical facts determinable in their correlation. In the fields of the 
Mexia fault zone, the value of intensive study of the well records is great. 


Comparison of Logs of Different Fields 


As already stated, the main controlling fault in each of the fields in the 
Mexia fault zone strikes from 20° to 30° east of north, nearly parallel to the 
regional strike of the beds; they dip usually at angles between 45° and 65° 
toward the west and have the downthrow on the side up the regional dip of 


18 The Meee fan disconformably upon the Cretaceous in this part of Texas, 
the surface on which the Midway beds were laid down having been markedly irregular. 
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the strata; they therefore are accompanied by drag downward toward 
the west in the eastern or upthrown block. In every instance, the oil 
has accumulated against the fault in the upthrown block. 

These conditions are diagrammatically shown in Fig. 8. The lettered 
vertical lines represent wells corresponding to the logs shown in Figs. 9 to 
13. In these figures, like logs have been selected from the Mexia, Currie 
and Powell districts, and have been placed together for easy comparison. 
Logs of the same types could have been chosen from the Richland Field. 


Fic. 8.—DIAGRAM SHOWING GENERAL CONDITIONS ATTENDING FAULT STRUCTURES 
or MExiA TYPE. VERTICAL LINES REPRESENT RELATIVE POSITIONS OF WELLS LIKE 
THOSE RECORDED IN Figs. 9 To 13. Logs or Fic. 9 CORRESPOND TO THE WELLS H IN 
Fig. 8, THOSE IN Fic. 10 coRRESPOND TO DIN Fic. 8, ETc. To EMPHASIZE RELATIONS 
OF THESE WELLS TO STRUCTURE, FAULT IS SHOWN WITH A UNIFORM DIP OF 60° AND 
THE FAULT TRACE ON THE SURFACE AS A STRAIGHT LINE. FRONT FACE OF BLOCK 
IS A CROSS-SECTION DRAWN TO NATURAL SCALE. 


In Fig. 9 are four logs that display normal relations in the Austin chalk 
and EagleFord shale. Thelocations of these wells are indicated in Fig. 1. 
Well #4 was drilled far down the regional dip and therefore encountered 
the formations deeper than in the other three cases. All these wells are 
situated east of the point where the fault cuts the top of the Austin chalk. 
Those which are near this point might correspond to the positions marked 
E in Fig. 8. 

In Fig. 10, in logs D1, D2, and D3, the Austin chalk has a reduced 
thickness, but the Eagle Ford has normal thickness; this is because the 
fault has cut out some of the chalk. Records of this kind would be 
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Fra. 10.—Loes SHOWING AUSTIN CHALK WITH REDUCED THICKNESS (HERE 250 To 325 
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Fig. 11.—Loes SHOWING AUSTIN CHALK AND EacLte Forp SHALE, BOTH WITH 
REDUCED THICKNESS. THE CHALK IS HERE FROM 280 to 300 FT. THICK AND THE 
SHALE IS FROM 180 TO 930 rr. THICK. LoG E2 18 INSERTED FOR COMPARISON. THE 
WELLS ARE: C1, Homa Oxta O1L Co.’s McGaw 6; C2, HUMPHREYS Or Co.’s MEADOR 
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Fig. 13. 
DESORIPTIONS ARE ON OPPOSITE PAGE, 
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obtained from the point where the fault intersects the top of the chalk on 
the upthrown side to the point where it cuts the base of the chalk onthe 
upthrown side. If the throw of the fault (vertical component of the dis- 
placement) is as great as or greater than the thickness of the chalk, the 
top of the chalk in logs of type D coincides with the fault surface; but if 
the throw is less than this amount, the top of the-chalk is the fault surface 
only down to the point where the fault cuts the chalk top in the 
downthrown block. In log correlations, this fact must be recognized 
when making estimates of the dip of the fault. 

In Fig. 11, logs C1, C2, and C3 show both the Austin chalk and the 
Eagle Ford shale with less than normal thickness (a normal log £2 is 
inserted for comparison). This condition may be explained by reference 
to C, Fig. 8. Anywhere between the point where the fault intersects the 
base of the chalk on the upthrown side and the point where it intersects 
the base of the chalk on the downthrown side, logs of type C would be 
obtained. The base of the chalk here coincides with the fault surface. 
If the hole were drilled between T and V, Fig. 8, the fault might pass 
through some point in the chalk, as logged, yet the log would look essen- 
tially like C, Fig. 11; if the throw of the fault were greater than the thick- 
ness of the chalk, a well might encounter no chalk in the region of C, 
Fig. 8. 

In Fig. 12, the B logs all have Austin chalk of normal thickness, but 
the Eagle Ford is thinner than normal (see log #2). This condition 
corresponds to B in Fig. 8. The fault must be very near the top of the 
Woodbine sand in a well of type B. If the fault had a throw greater than 
the thickness of the Eagle Ford, a well at B might pass directly from the 
Austin chalk into the Woodbine, with no intervening Eagle Ford shale. 

At X, Fig. 8, a well might not encounter the upper part of the Wood- 
bine; it might pass from the Eagle Ford shale into the lower portion of the 
Woodbine sand or, if the throw of the fault were sufficiently great, it 
might entirely miss the Woodbine formation. 


Fig. 12.—Locs SHOWING AUSTIN CHALK OF NORMAL THICKNESS (375 To 480 FT.) 
BuT EaGLE ForD SHALE OF VERY MUCH REDUCED THICKNESS (140 To 150 Fr.). WELLS 
WITH RECORDS OF THIS TYPE ARE USUALLY CLOSE TO THE EDGE OF THE POOL (SEE 
B, Fic. 8). For COMPARISON THE NORMAL LOG #2 Is GIVEN. THE WELLS REPRE- 
SENTED ARE: Bl, Gutr Propuction Co.’s Hucurs 1; B2, Brorumrs Ow Co.’s 
R. V. Bounps 1; B3, Humpnreys Ow Co.’s Mzavor 6; anp B4, Humpty Om & 
Rerinina Co.’s Ramsny 14-B. 

Fig. 13.—LoGs oF WELLS DRILLED WEST OF THE FAULT THAT LIMITS PRODUCTION. 
THESE LOGS ARE ESSENTIALLY NORMAL, BUT THE FORMATIONS ARE FOUND MUCH LOWER 
THAN IN THE WELLS RECORDED IN Fic. 9. THE ONLY EXCEPTION IS A6, A WELL DRILLED 
SEVERAL MILES WEST OF THE MEXIA FAULT ZONE. ‘THE AUSTIN CHALK THICKNESS, AS 
HBRE SHOWN, VARIES FROM 440 To 475 FEET (A4 IS PROBABLY INCORRECTLY LOGGED AT 
THE TOP OF THE CHALK) AND THE EAGLE ForD SHALE THICKNESS VARIES FROM 400 To 
540 pr. THE LATTER GROWS THICKER TOWARD THE NORTH. THE HOLES HERE LOGGED 
arp Al, Humes Ow & Rerinine Co.’s NussBaum 1; A2, Humes Orn & REFINING 
Co.’s Apams 1; A3, Humpareys O11 Co.’s Price 1; A4, J. K. HuGues Burke 1; 
A5, Witson Estate’s DopweEtt 1; anp A6, MaGnoita PRODUCTION Co.’s Cernocu 1. 


Vou. Lxx1.—85 
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In Fig. 13, are logs of several holes drilled in the downthrown block 
west of the main Mexia fault zone. The first five wells, Al to A5, are not 
far west of the fault, and therefore show the formations low. Well A6 
was drilled in northern Kaufman County, north of Terrell, several miles 
up the regional dip of the strata. The log is given merely for comparison. 
All these logs record the formations of normal thickness; they are very 
much like those in Fig. 9. 

An inspection of the logs in Figs. 9 to 13 shows (1) that in each of the 
fields records of very similar character are obtained from wells drilled in 
analogous positions relative to the fault, and (2) that the logs of wells 
drilled along lines transverse to the direction of the fault may be very 
dissimilar and still be essentially correct. 


Practical Application of Well Records 


The following suggestions are made in reference to holes drilled within 
or near the Mexia fault zone. 

1. Suppose that the approximate general trend of the fault zone is 
known and that a hole is drilled somewhat east of this trend. The log 
records Austin chalk of normal thickness and distinctly low as compared 
with the expected depth (see Fig. 9). This hole probably lies a consider- 
able distance east of the fault and possibly east of any oil pool that may 
be associated with the fault. 

2. A hole that is being drilled supposedly in the trend but with the 
possibility of being west of it does not encounter the Austin chalk until 
it has reached a surprisingly great depth (see Fig. 13). Often the drillers 
of wells like this one report high chalk, but as the hole is deepened, this 
chalk proves to be interrupted by shale breaks and about where the drill 
should go out of true Austin chalk, it enters the typical chalk and con- 
tinues in this for 400 ft. more or less, as in the case of well 44, Fig.13. This 
“high chalk,” or Taylor ‘‘chalk”’ is much like the true Austin chalk and 
has deceived the drillers in many holes that eventually turned out tobe 
dry. Great care should be exercised in guarding against this error. The 
same mistake was made in the case of many holes drilled far east of the 
Mexia fault zone, where the Taylor chalk, 800 or 900 ft. above, was 
thought to be Austin. 

3. Suppose that, on a certain property, a well has been obtained 
producing from the Woodbine sand and that the log shows the Austin 
chalk and the Eagle Ford shale of normal thickness and at about the 
depth where they should be in a well several hundred feet east of the 
fault. On the assumption that the fault has its usual characteristics, the 
proper procedure in developing the property would be to drill the next 
location westward (either west, southwest, or northwest, in this region). 
If this second test revealed normal stratigraphic conditions, the next 
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well should be drilled again to the west; and this procedure should be fol- 
lowed either to the western boundary of the lease or until the last hole 
drilled shows relatively thin chalk. With the log as a basis for calcula- 
tions, whether the next location west of this thin chalk well could be safely 
drilled may be estimated, assuming that the fault has a maximum dip. 
The method is illustrated in Fig. 14. Here ab is the Austin chalk 
in the last well drilled (N1), be is the Eagle Ford shale, and cd is the 
producing zone in the Woodbine formation. The record (in the illustra- 
tion) starts at 1700 ft. below sea level: The figtire (except for width of 
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Fig. 14.—GRAPHIC METHOD OF DETERMINING POSITION OF NEXT WELL TO BE 
DRILLED IN RELATION TO FAULT. 


Fig. 15.—SrminaR To Fic. 14. 
logs) is drawn to true scale, vertical and horizontal. The Austin chalk is 
only 350 ft. thick, but the Eagle Ford shale has normal thickness. The 
fault cuts the top of the Austin chalk (see D, Fig. 8). Therefore, from a 
draw a line ae to represent the fault, making an angle of 65° with the hori- 
zontal, which would probably be its maximum dip. At 300 ft. to the west 
of N1 draw N2 to represent the position of the next hole that would be 
drilled, going westward. If the fault line ae cuts N 2 above the prob- 
able position of the Woodbine pay zone st, the drilling of this well N2 is 
fairly safe. ; 

Suppose that well N2 is drilled and that its log shows very thin and 
rather low chalk. To determine whether another location to the west 
could be drilled, construct a vertical cross-section (Fig. 15) with the logs 
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of wells N1 and N2 plotted correctly to scale. From a (the same as a in 
Fig. 14), draw ah and ai and produce these lines to g and f, respectively. 
These lines mark the limits within which the fault must lie, if it 1s essen- 
tially straight in cross-section. We cannot tell whether it cuts the chalk 
in well N2 at h or ati or betweenhandi. Draw N3 to represent a well at 
the next location westward, here 300 ft. from N2. The fault line af 


QP ANGLE OF FAULT AS LSTIMATED /N SECTION 
NOT PERPENDICULAR TO TREND OF FAULT. 
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Fia. 16.—CuRVES FOR DETERMINING TRUE DIP FROM DIP COMPONENTS MEASURED 
IN SECTIONS NOT PERPENDICULAR TO STRIKE. SUPPOSE THAT A ROW OF WELLS MAKES 
AN ANGLE OF 50° WITH APPROXIMATE TREND OF FAULT AND THAT LOGS OF THESE 
WELLS INDICATE THAT, WITHIN PLANE OF WELLS, THE FAULT DIPS BETWEEN 40° AND 
45° wust. To FIND APPROXIMATE TRUE DIP OF FAULT: AT TOP OF DIAGRAM FIND 40°, 
AND FROM THIS POINT FOLLOW DOWN THE CURVE TO ITS INTERSECTION WITH HORIZONTAL 
LINE MARKED 50°. THIS CURVE CUTS THE 50° LINE ABOUT MIDWAY BETWEEN VERTICAL 
LINE FOR 45° AND VERTICAL LINE FOR 50°, THUS INDICATING A TRUE DIP oF 47° oR 48°. 
RESULTS WILL BE ONLY APPROXIMATE SINCE DIPS MEASURED IN SECTION ARE NOT 
ACCURATE, 


ANGLE BETWEEN ROP OF /YELLS ANO TREND OF FAULT 
cS 


would cut the Woodbine pay zone some distance east of location N3, and 
fault line ag would cut this pay zone practically in N83. In the first case, 
_N3 would probably be a dry hole in this pay zone, and in the second case 
N3 might be dry, or it might be a well in the drag of the pay zone, essen- 
tially in the fault. In either case it might run into water under strong 
pressure, a feature not uncommon in the fault zone. Location N3 would 
therefore best be left undrilled until possibly later development showed 
that the drag zone was productive in the particular district or that deeper 
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drilling might penetrate a productive zone below that represented 
in Figs. 14 and 15 and still east of the fault. 

By graphic calculations of this kind, important recommendations have 
been made either for or against the drilling of offset wells, as the case may 
be. There is, of course, always a danger of taking the logs too literally. 
They must be studied with the fact clearly in mind that even those which 
are most carefully recorded may be incorrect within certain limits of 
error. Consequently, in correlating, allowance for such errors should 
always be made on the conservative side. *This was the reason for using, 
in Fig. 14, the maximum probable dip of the fault 65°. The drilling of 
N2, however, demonstrated that the fault dipped not more steeply than 
56° and not less than 51° (see Fig. 15). 

The dip of the fault is at right angles to the strike of the fault. If the 
row of wells, such as that considered in the section just described (Figs. 14 
and 15) is at right angles to the strike or average trend of the fault, the dip 
of this fault as shown in the section is virtually correct; but if this row of 
wells is oblique to the fault trend, the inclination of the fault is less in the 
diagram, as plotted from well log to well log, than the true dip. Fig. 16 
may be used for estimating roughly the true dip of the fault in cases of the 
latter type. 


DISCUSSION 


W. A. I. M. vAN WATERSCHOOT VAN DER GRACHT, Ponca City, Okla. 
(written discussion).—Since this paper was written, a new oilfield has 
been developed at Wortham, which fills a gap in the string of pools from 
Mexia to Powell; it is of exactly the same type and entirely corroborates 
the views expressed in the paper. 

Has the author data at his disposal proving that displacement along 
these faults is less in the Tertiary than in the Cretaceous, as he states on 
p. 1340? I have always suspected this possibility, but have never been 
able to obtain proof; the data at my disposal seem to indicate that dis- 
placement in the basal Tertiary is not appreciably smaller than in the 
Austin chalk and, probably, in the Woodbine. 

Apparently the long string of Echelon faults, from Mexia to Powell, 
and probably beyond, is caused by a single large fault in the deeper base- 
ment, which, in addition to a vertical displacement, also caused a con- 
siderable lateral slip; the eastern part of the block, in all probability, has 
moved to the north. The movement is probably largely of Laramie age, 
and is part of a large adjustment that occurred all over the North Ameri- 
can continental block during that period. 

The correct tracing of the echelon faults in the Cretaceous and Terti- 
ary blanket is difficult, because exposures are few and far between. In 
consequence it is practically true, as the author states, that only an accu- 
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rate study of numerous well logs can disclose these structures; and, as 
more wells are drilled and better logs are kept, our knowledge will gradu- 
ally become extended. It is not always necessary to drill deep wells 
but, in many instances, conditions can be revealed by shallow wells 
drilled to some characteristic key rock, either in the lower Tertiary or the 
Cretaceous. This is being done by several companies in this territory. 

It is now known that south of Mexia the same structural conditions 
continue all along the rim of the Coastal Plain, against the plateau of 
Central Texas. Here, however, the Woodbine sand is no longer 
developed; these sand conditions play out south of the Mexia field, and 
whatever production is encountered along such faults farther south, as 
principally is the case at Luling, is obtained from porous streaks in the 
Edwards limestone. Generally speaking, this is the beginning of the 
great mass of limestones that develops, ever more prominently, toward 
the south and is known in Mexico as the Tamasopa; as is well known, it is 
porous and highly productive in its upper horizons. 

North of Powell, more or less similar structural conditions are bound 
to extend farther to the north; in fact, the logs of a great number of wells 
prove that such is the case. So far, however, no new oilfields have been 
discovered in this direction; the well logs, as well as other geological data, 
rather seem to indicate that conditions to the north are less comparatively 
simple than in the zone between Mexia and Powell. Apparently, the 
faults become much more numerous while their individual displacement 
becomes smaller, although their aggregate amount of throw remains more 
or less of the same magnitude as the displacement that is concentrated in 
one single fault zone farther south. In consequence, conditions become 
very complex farther to the north and it remains yet to be proved whether 
the smaller amount of displacement, so far established, will suffice to create 
sufficient accumulation of petroleum in favorable locations along such 
minor faults. It would seem probable, however, that this should be 
the case and that other discoveries of oilfields will be made north of 
Powell, although possibly not of the same importance. A great number 
of wells have been drilled already in this region though apparently not 
at the right location. However they prove that, generally speaking, 
sand conditions remain favorable in the Woodbine horizon. 

Accurate study of well logs, along the lines indicated in the paper, will 
be the only means of finally locating the right spots where production 
might occur, possibly combined with observations obtained from shallow 
wells. The author has shown how this territory will have to be worked 
and has proved that the general idea of the laymen—that the chalk must 
be encountered high in order to have any chance for production below— 
is by no means a certain indication for every locality. 
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Exploration for Petroleum in the Limagne, France 


By A. WERENFELS, BASLE, SWITZERLAND 
(New York Meeting, February, 1925) 


No PETROLEUM, in commercial quantities, is found in France except 
the small production of the Pechelbronn field (Fig. 1) in Alsace, which 
produced 75,000 tons in 1923; therefore the test of the petroleum 
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prospects of the Limagne is most interesting. Under the superintendence 
of M. Termier, chief engineer of the French mines, a well near Crouelle 
(Fig. 2) was drilled in 1921 to a depth of 856.3 m. (2808 ft.); at different 
depths favorable showings were encountered. The well, however, was 
abandoned because of drilling difficulties. A second one is now being 


drilled near the same place. 
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The present paper is the result of the writer’s visit to the region in 
June, 1924, in a party from the Geological Institute of the University of 
Basle under the direction of Prof. Max Reinhard. The writer regrets 
being unable to enter as fully into a geological and technical discussion 
as might be desirable, because of his inability to consult the required 
references and the scarcity of bibliographic notes. 

The Limagne consists of the upper part of the valley of the Allier in 
the department Puy de Déme (Auvergne). This valley forms a flat 
lowland, a graben with an even floor about 45 km. (27.9 mi.) wide, 
between the two upthrown blocks of the ‘‘Chaine des Puy” to the west 
and the “Monts du Forez”’ to the east. These two walls belong to the 
crystalline complex of the Central Plateau of France (Fig. 1), while the 
graben is formed by Tertiary beds. The two main fault lines bounding 
the Limagne, as well as the minor faults paralleling them in the interior 
of the valley, are marked by numerous volcanoes built up at different 
periods from Oligocene to Pleistocene. Some of these volcanoes consist 
of cinder cones sufficiently recent to have a crater at their summit; 
others have been destroyed by denudation and reduced to necks. The 
majority rise only a few meters above the surrounding flat ground of the 
valley; the highest (Puy de Crouelle), however, reaches fully 80 m. (262 
ft.). The extruded igneous rocks consist of basalt, which is often con- 
nected with a neck breccia called “pépérite,” which consists of a 
matrix of basalt and metamorphosed fragments of the same rock and of 
granite, quartz, marl, and bituminous limestone. Often this breccia is 
quite well stratified and, in some places, there is evidence of interstratifi- 
cation of the pépérite with layers of metamorphosed Oligocene, which is 
perhaps caused by intrusion into unconsolidated rocks. However, in 
general, it seems that the process of intrusion was accompanied by the 
brecciation of the consolidated country rock, and that this brecciation 
was followed by a second invasion of the shattered zone by basalt. In 
many places this breccia is yielding bitumen from fissures and fractures. . 


STRATIGRAPHY 


The formations that outcrop in the Limagne fall under three divisions: 
volcanic rocks, Tertiary, and Quaternary sediments (see Fig. 2). No 
special attention is paid to the igneous rocks here. They are treated 
only as far as their occurrence enlightens the structural features of 
the region. 

The main part of the Tertiary beds of the Limagne belongs to the 
Oligocene, of which the log of the Crouelle well (Fig. 3) gives a typical 
stratigraphic section; only the deepest sediments of the Sanoisien (Lower 
Oligocene) are missing in this section. Near the margin of the basin the 
Sanoisien consists of sandy clay and arkose; whether the same sediments 
persist to the interior of the valley is not probable. The lowest deposits 
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known there consist of shale, clay, and interbedded bituminous limestone 
(Fig. 3). Only one layer of sand about 0.40 m. (16 in.) thick was found 
at Crouelle, while at other places thin layers of sandstone beds barren 
of bitumen are exposed within the same zone of Lower Oligocene. The 
total thickness of this lagoon deposit is unknown, but is estimated at 
several hundred meters in the center of the bagin. 
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The Stampian (Middle Oligocene) consists of green, gray, and dark 
colored marls and limestone, with some shale, clay and little sandstone 
in it. In the whole series, fossils of brackish and fresh-water organisms 
are abundant. In the lower zone, anhydrite and some gypsum are inter- 
bedded. No real oil-bearing bed is found but bituminous limestone yield- 
ing some oil is encountered at different depths. 

These near-shore and lagoon deposits of Middle Oligocene age are 
overlain, in some places, by very similar sediments of the Upper Oligo- 
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cene (Aquitanien), but no bituminous layers are interstratified 
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The Oligocene sediments are over 1500 m. (4900 ft.) thick; their strati- 
graphic sequence indicates a general gradual regression of the sea until 
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the end of Oligocene age, when the Limagne emerged finally and the 
marine sedimentation stopped. After the Miocene and Pliocene, only 
fluviatile deposits of sands and gravels are known, and in many places 
_ these are overlain by basalt flows or voleanic ash. 


STRUCTURE 4 


As described, the trough fault of the Limagne forms the major 
structural feature of the region. The two main bounding fault cliffs are 
accompanied by many parallel fractures in the interior of the basin, where 
the fault blocks are already worn down to a peneplain. These minor 
structural features could provide favorable conditions for possible oil 
accumulation and retention, but it seems that all these blocks are quite 
unlevel, even a gentle dipping of the beds within reach of the bituminous 
layers evidently does not exist and therefore the hope of reaching a reser- 
voir sealed by a fault plane is very small. Other minor uplifts, such as 
folds, do not occur; however, the existence of a slight updoming of the 
Oligocene beds around these basalt necks mentioned is not impossible, 
but even if this intrusion did not cause any doming of the sediments, 
there will be a disturbed and shattered zone of rocks around these vol- 
canic necks, where petroleum could accumulate in the fissures and open- 
ings of the basalt breccia and sediments. These basalt intrusions are, 
therefore, the only places that deserve consideration with regard to oil 
accumulation in commercial quantities. 


PETROLEUM 


The surface indications of petroleum in the Limagne are limited to 
an area to the east of Clermont-Ferrand about 10 km. to the north and 
south of its latitude (Fig. 2). All the seeps are connected with the vol- 
canic necks, where the bitumen is derived from basalt or the volcanic 
breccia called pépérite mentioned above. A typical seepage is exposed 
near Malintrat (Fig. 2); where two of these necks occur, each of which 
rises about 5 to 6 m. (16 to 19 ft.) above the level ground of the Limagne 
and their diameters vary between 50 and 60 m. (164 and 197 ft.). A black 
semiliquid bitumen issues from fissures of the pépérite. By inspissation 
small deposits of asphalt are formed, which were locally exploited. Some 
of the fractures in the volcanic breccia are sealed by an asphalt breccia, 
where in a matrix of solid bituminous matter angular fragments of vol-' 
canic and sedimentary rocks occur. In some places, pebbles of opal are 
found in this bituminous dike. Another famous seep exudesatthe “Puy 
de la Pois” (Fig. 2), which is a small neck made up of pépérite and a 
basalt cone in the center. The seepage of a heavy dark oil issues from 
fractured pépérite and is associated with a spring of acid water. 

For a long time, considerable quantities of asphalt have been mined 
near Pont du Chateau (Fig. 3), where are layers of well stratified pépérite. 
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The asphalt is formed by drying out a heavy black oil, which ascends in 
large open fissures in the pépéritic rock. 

All the surface indications of petroleum in the Limagne are, as already 
stated, connected with volcanic rocks. This fact led some French 
geologists! to the conclusion that the oil originates at deep sources in 
connection with volcanic processes. In spite of this, there is little doubt 
that the petroleum comes from the oil-bearing limestone of Oligocene 
age, from which the pépérite of all of these necks includes large fragments. 
These petroliferous beds (Fig. 3) are closely associated with anhydrite 
and gypsum, strata that are assumed to have been formed under condi- 
tions that are generally not favorable to the accumulation of organic 
remains. The series is part marine and part non-marine, the condition 
when it was laid down changed from marine to non-marine, terrestrial 
and arid. Similar conditions seem to have existed in the Pechelbronn 
field (Fig. 1) in Alsace; however, the marine part, adequate to supply 
material for the formation of petroleum is probably smaller in the Lim- 
agne. This predominance of brackish and fresh-water deposits, in 
addition to the scarcity of proper reservoir rocks, reduces the commercial 
value of this oil deposit. 

The recent exploration for petroleum in the Limagne includes the 
following wells: 

Three abandoned wells: two near Macholles (Fig. 2) the results of 
which are unknown to the writer and one near Martres d’Artiéres, where 
artesian water with carbonic acid was struck. 

A shallow hand-drilled well at “‘Puy de la Pois,’’ which reached a 
depth of about 20 m. (65 ft.), yielded some barrels of a heavy sticky dark 
colored oil. The well is located within the zone of the neck breccia, near 
the center of the cone. It has been abandoned. 

The Crouelle well was located between the two volcanic necks of Puy 
de la Pois and Crouelle, at the border of the highway leading from Bor- 
deaux to Lyon. It was started in the level Tertiary beds of Oligocene 
age. They were not passed through at a depth of 856.3 m. (2808 ft.), 
when the casing collapsed, probably owing to gas pressure. As Fig. 3 
shows, the drill hole passed through clay, marl, and shale beds with inter- 
stratified limestone. The extreme scarcity of sandstone or sands is 
noteworthy. Only one layer of sand, about 0.40 m. (16 in.) thick, was 
encountered at a depth of 849 m. (2785 ft.); this sand is 22 per cent. 
saturated with oil. 

Above this sand, some oil issued at different depths from the limestone 
beds. The gravity of this oil is about 16° Baumé, it contains 9.3 per cent. 


of sulfur, and the percentage of volatile products at 270° C. is only 16.5 
per cent. 


1 Ph. Glangeaud: ‘Les Volcans d’Auvergne Clermont-Ferrand,” 56. 1910. 


A. WERENFELS tao 


The physical and chemical properties of the petroleum from the 
deeper sand mentioned could not be determined. This Crouelle well was 
abandoned but a second one is being drilled close to the first location. 


_ This well is said to have reached a depth of 1200 m. (3936 ft.). In June, 


1924, work was temporarily stopped because of drilling difficulties. 
None of these wells is properly located, asy they are evidently not 
within the zone of shattered rocks near the eruptive bodies of one of these 
volcanic necks. This zone is probably the only place where we may 
expect oil in commercial quantities; therefore the oil possibilities of the 
Limagne cannot be considered as having been adequately tested. 


1358 OIL GROLOGY OF NORTHERN VENEZUELA 


Oil Geology of Northern Venezuela 


By A. Hamitron Garner,* New York, N. Y. 


(New York Meeting, February, 1925) 


Tue occurrence of oil seepages in Venezuela has been known since . 
the early days of Spanish occupation. It was not until 1912, however, 
that any serious exploration work was undertaken. In that year, the 
Caribbean Petroleum Co., then a subsidiary of the General Asphalt Co., 
employed a large staff of geologists to make a systematic survey of large 
areas in eastern and western Venezuela, selecting the most desirable 
localities out of the immense area covered by the Valladares concession. 
This preliminary work was-completed in the fall of 1913, and in February, 
1914, the company completed its first commercial well at Mene Grande. 

Development work has progressed slowly, for various reasons, but 
petroleum in quantity has been encountered in nine widely separated 
localities. ‘The Mene Grande field has been put on a producing basis 
and approximately 4,000,000 bbl. of oil is being shipped annually. 
Increasing quantities of oil are now being drawn from El Mene and La 
Rosa. In the light of these developments, the world’s need for oil 
reserves, and the proximity of Venezuela to the United States, American 
capital is being attracted more and more to Venezuela. 

Although considerable careful geological work has been done in Vene- 
zuela by the various oil companies now operating, most of the data is 
buried in the company files, and the published literature has been 
extremely meager. The most valuable contribution to date has been a 
map and report by Jahn, which, as it was printed in Spanish, is not 
generally available to the American oil public. 

Venezuela, located in the northwestern part of South America on the 
Caribbean Sea, lies between 1° and 12° north latitude. Its principal 


* Brokaw, Dixon, Garner & McKee, Consulting Geologists. 
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ports, being only about 1850 miles from New York, are closer to the 
great Atlantic seaboard refineries than either Tampico or Galveston. 

Although it was one of the first countries of the new world visited by 
the early explorers, the development of its natural resources and its nor- 
mal increase in population was long retarded by civil wars and a success- 
ion of rulers who practiced the theory of “government for the benefit of 
the governing class.’’ Since the wars of independence which culminated 
in 1827, and especially since 1910, under the leadership of Juan Vicente 
Gomez, the country has enjoyed peace and progress theretofore unknown. 
At present, about 3,000,000 people live within the 400,000 sq. mi. 
included within its borders. Foreign capital is being encouraged to in- 
vest, roads and schools are being built, and nowhere in Spanish America 
are life and property safer than in Venezuela. 


CLIMATE AND TOPOGRAPHY 


The climate, while everywhere characteristically tropical, varies with 
the topography and is nowhere excessively hot nor abnormally unhealth- 
ful. During December, January, February, and March, there is practi- 
cally no rainfall; the greatest precipitation is in October and November. 

In western Venezuela, the region along the northern coast is semi-arid 
with sparse vegetation. Southward, the humidity increases progressively 
and from the tenth degree parallel to the southern end of the Maracaibo 
basin the rainfall is abundant and the country is, for the most part, 
covered with dense jungles. 

In eastern Venezuela, the maximum humidity is less than in the south- 
ern part of the Maracaibo basin. The arid strip along the coast, includ- 
ing the mountainous peninsula of Araya, is very narrow. The higher 
mountains to the south are covered with dense forests. 

In the plains of the Orinoco basin, the humidity is greatest in the 
eastern part. The Orinoco delta is covered with heavy swamp growth. 
Westward, this gives place to open savannas with a progressive increase 
in scrub growth, which completely covers the country in western Anzoate- 
gui and Guarico. i 

Northern Venezuela may be divided roughly into three distinct 
topographic provinces, as follows: . 

1. The Llanos or Plains Province.—A great plains area of approxi- 
mately 85,000 sq. mi. covered with grass and low trees. It extends from 
the Orinoco River north and northwest to the mountains. 

2. The Andes.—The eastern Andean Cordillera divides in the south- 
western part of Venezuela, one branch extending north along the Colomb- 
ian border, the other extending northeast across the republic to Caracas 
thence east along the Caribbean coast. South of Lake Maracaibo, some 
of the peaks of this range are more than 15,000 ft. high. . 
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3. The Maracaibo Basin and the State of Faleon.—This is the area 
between the major branches of the eastern Cordillera. 
GEOLOGY 


The methods employed in the study of geology vary in different parts 
of the country. The best rock exposures are in the beds of streams 
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cutting through the mountains and foothills. Good rock exposures are 
found aiso in small hills throughout the central and western parts of the 
State of Falcon, Fig. 1. Over much of the Maracaibo basin, where there 
are few outcrops of the more important formations, a system of pit 
digging has yielded much information on both the character and attitude 
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of the rocks. Little work of this nature has been done in eastern Vene- 
zuela, for most of the geological work has been done near the mountains 
where there are many exposures. 

In both eastern Venezuela and the Maracaibo basin, there is a good 
opportunity for the use of small core drills. One company has recently 
started this type of work. It is doubtful if a good marking bed can be 
found in the Upper Tertiary formations but much valuable information 
can undoubtedly be obtained. 

The rocks exposed in northern Venézuela’ may be divided as fol- 
lows: Igneous, metamorphic, Jurassic(?), Cretaceous, Tertiary, and 
Quaternary. 


Igneous Rocks 


The principal igneous rocks exposed are pre-Cretaceous, possibly 
pre-Cambrian granites, porphyries, and basalts. They are found over 
only a small area in northern Venezuela. No post-Jurassic igneous 
intrusions have been observed; the exposures of igneous rocks are due 
to faulting. 

Igneous rocks make up the core of the Andes Mountains, with 
exposures more common to the southwest and less common to the north- 
east. In the Perija Mountains, on the western edge of the Maracaibo 
basin, igneous rocks are exposed near Petroleo, District of Perija. Igne- 
ous rocks are also exposed near Inciarte and Cachiri, District of Mara; 
in the northern part of the District of Paez; and on the Island of Toas. 
No igneous rocks are exposed in the States of Monagas, Anzoategui, 
or Sucre in eastern Venezuela. 


Metamorphics 


Metamorphic rocks are exposed over a much larger area than are 
igneous rocks. They consist largely of mica schists and gneisses of 
pre-Cretaceous, possibly pre-Cambrian, age. Mica schists make up the 
major portion of the eastern Andes mountain range and the Peninsula of 
Araya in eastern Venezuela. Gneisses are exposed along the southern 
bank of the Orinoco River and make up much of the area to the south 
in the State of Bolivar. Both schists and gneisses are locally mineral- 
ized and bear copper, gold, and lead. 


Jurassic(?) 


The age of the rocks that are tentatively classified as Jurassic has 
not been definitely established, but they are placed in this system because 
they underlie sediments of known Cretaceous age. 

The series is made up of fine-grained, well-consolidated, well-bedded 
sandstones, shales, grits, and conglomerates. The rocks have a distinct 
red color and are exposed over only a small area in the mountains in the 
western part of the District of Perija, State of Zulia. 
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Cretaceous 


The rocks of the Cretaceous system are not exposed over a large 
area in northern Venezuela. They are, however, of great economic 
importance as certain Cretaceous formations provide a source for much 
of the oil of the country. 

As the lithological character of the formations is persistent, except 
for minor variations, the Cretaceous rocks are easily recognized. The 
generalized section for western Venezuela is: 


600-1000 ft. Black, dense, bituminous, hard limestone interbedded with black limy 
shale; lower shale contains large round limestone concretions; the 
whole is very fossiliferous and is impregnated with oil. Top of section. 


3000 ft. Very hard, light to dark gray, crystalline, fossiliferous limestone with 
occasional sandstone beds. ; 
500 + ft. Hard, coarse, even-grained, quartzitic sandstone. Base of section. 


Various parts of this section are exposed in western Venezuela. A 
narrow belt outcrops along the northern edge of the Andes Mountains 
in the States of Tachira, Merida, Trujillo and Lara. In the State of 
Zulia, it is exposed on the Island of Toas and in the western part of the 
Districts of Colon, Perija, Mara, and Paez. 

Locally, the shales have been altered to slates and the sandstones 
hardened. This alteration is most pronounced near the Andes and least 
in western Perija. A generalized section for eastern Venezuela is: 


3000 + ft. Gray to black, limy shale, with black limestone and sandstone beds in 
lower part; limestone concretions; fossiliferous; locally impregnated 
with oil. Top of section. 

2500 + ft. Hard, light to dark gray, crystalline limestone; fossiliferous. 

1000 + ft. Hard, quartzitic, coarse sandstone. 

500 + ft. Black, limy shales. Base. 


These rocks, which form a large mountain range in northeastern Anzoate- 
gui, northern Monagas and southern Sucre, have been locally altered and 
hardened. This alteration is most pronounced in the northern part 
of the area and decreases from north to south. At the southern limit 
of the Cretaceous area north of Maturin, there is no alteration. In 
general, the Cretaceous formations withstand erosion and form mountains. 

Much oil in Venezuela probably has its origin in the upper formations 
of this system. Production may be obtained from the Cretaceous only 
in those limited areas where the upper part of the system carries 
porous sands. 


Tertiary 


Exposures of rocks of the Tertiary system are widely distributed 
throughout the northern part of Venezuela. In the Maracaibo basin, 
they are found all along the flanks of the mountains and in many localities 


toward the center of the basin. Exposures are common over the entire 
State of Falcon. 
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In eastern Venezuela, they are exposed on the southern flank of the 
Cretaceous mountains and through the northern parts of the States of 
Anzoategui and Guarico. 

Tertiary rocks undoubtedly underlie the Quaternary in the Maracaibo 


- basin and in eastern Venezuela. 


Shales predominate in the Tertiary system with numerous interbedded 
sandstones and limestones and some coal beds. As most of the sedi- 
mentation occurred in shallow water under rapidly changing conditions, 
the formations vary widely in character and thickness from place to place. 

The stratigraphic relation between the Tertiary and Cretaceous has 
not been definitely established but it is probable that they are separated 
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by a small angular unconformity. Faulting is so common near the 
exposed contact of the two systems that it is usually impossible to find 
an undisturbed sequence of beds. 

Eocene.—The rocks of the Eocene show less lateral variation than 
the later Tertiary sediments and certain formations with persistent 
characteristics are widely distributed. A typical section follows: 


2000-3000 ft. Hard, coarse, well-consolidated, massive sandstone, usually light 
colored with a small amount of dark gray shale; sandstone quartz- 
itic in some localities. Top of section. 

1000-2000 ft. Carbonaceous, brown to black shales, sandy shales and thin-bedded 
sandstones; in some localities contains thick coal beds. 

500 + ft. Dark colored shales, fossiliferous limestones and thin-bedded quartz- 
itic sandstones. Base of section. 
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The Eocene is well exposed in many places along the flanks of the 
mountains surrounding the Maracaibo basin and is best developed in 
western Colon, southwestern Perija, western Mara, southwestern Paez, 
and eastern Sucre in the State of Zulia. It is also exposed in the States 
of Lara and Falcon. 

On the western side of Lake Maracaibo, the formations are carbon- 
aceous, containing large amounts of coal, and are usually unaltered. On 
the eastern side of the lake they contain little coal, are darker in color, 
and in most places have been altered to quartzites and slates. 

- In the State of Falcon, a dark shale is predominant, with quartzitic 
sandstones and fossiliferous limestones interbedded. In eastern Vene- 
zuela, Eocene rocks are exposed on the west, southwest, and a part 
of the southern flank of the Cretaceous mountains. Alteration is 
less pronounced than in Falcon and eastern Zulia but more so than in 
western Zulia. 

The massive sandstone formation in the upper part of the Eocene 
is easily recognized over much of northern Venezuela. 

Probably a small amount of oil is indigenous to the shales and lime- 
stones of the Eocene. Large production should be obtained from the 
Eocene in localities where the sandstones are not quartzitic and have 
retained their porosity. Lying as it does immediately above the petro- 
liferous upper member of the Cretaceous, it gives promise of being one 
of the principal oil horizons of Venezuela. 

Oligocene.—In some localities where fossils are not found, rocks whose 
age is not definitely determined, have been classified as Oligocene because 
of their stratigraphic position. The rocks of the Oligocene are not 
exposed over any large area but are found on the east and west sides of 
the Maracaibo basin, in the State of Falcon, and in the State of Anzoategui. 

There is a small angular unconformity between the rocks of this 
series and those of the underlying Eocene. 

In western Zulia, the Oligocene is made up of dark brown, carbona- 
ceous shale, sandy shale and thin-bedded sandstones about 2000 ft. 
in thickness. 

In eastern Zulia, it is a dark gray shale commonly showing conchoidal 
fracture and containing iron-oxide concretions. In some localities, it 
contains thick lenses of foraminiferallimestones. Itisabout 3000 ft. thick. 

In the State of Falcon, the shales have been altered so that they have a 
slaty appearance. In addition to the thick limestone lenses common in 
the Oligocene of eastern Zulia, the series here contains thin, black lime- 
stone beds. Its thickness is approximately 2000 ft. 

In of Anzoategui, the series consists of massive, gray to brown sand- 
stone beds in a thickly bedded fossiliferous, gray shale with iron-oxide 
concretions. Its thickness is about 1000 ft. In Zulia and Anzoate- 
gui, the sandstones and sandy shales provide good reservoirs for oil. 
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In eastern Zulia and Falcon, a small amount of high-gravity oil may be 
indigenous to the dark gray shale and limestone series. 

Miocene.—While the angular unconformity between the Oligocene 
and Miocene is small, there is, in most localities, a pronounced change in 
the character of the rocks. 

Exposures of rocks of Miocene age are widespread. The sediments 
were deposited under rapidly changing water conditions and the resultant 
rocks vary greatly in character and in thickness from place to place. 
There are few fossiliferous horizons in the Miocene of Zulia. 

In both western and eastern Zulia, the Miocene is made up of a series 
of alternating beds of clays and sandstones with a thickness of 5000 to 
8000 ft. The clays are soft and mottled white to red. The standstones 
are massive, friable, poorly sorted, coarse, and lenticular. The best 
exposures are found in the savannas east of the mountains in northern 
Perija. In southern Zulia, the Miocene is subject to greater variation in 
character and continuity. The deposits here are generally micaceous. 

The State of Falcon offers the best area for the study of the Miocene, 
as it is exposed over most of the north-central portion of the state. Its 
thickness has been estimated at 15,000 ft. but as this is the summation 
of a series of measurements it doubtless involves overlap and the maxi- 
mum thickness in any one place is probably considerably less. The 
formations show great lateral variation and the sandstones, especially, 
are lenticular. In Falcon, the lower part is generally made up of well- 
bedded, dark brown shales, locally containing lignite and well bedded, 
brown sandstones. In western Falcon, the upper part of the Miocene is 
very similar to the lower Miocene, with the shales much lighter in color. 
South of Coro, in north-central Falcon, the light-colored upper Miocene 
shales are interbedded with numerous fossiliferous, brown limestones. 

In Zulia and Falcon, the Miocene rocks do not carry an abundance of 
bituminous material and therefore are probably not an original source of 
oil. There are, however, many excellent reservoirs in the soft, porous 
sands from some of which production is obtained at Mene Grande and 
El Mene. 

In eastern Venezuela, the Miocene is composed of an alternating series 
of sandstones and shales. The shales are brown and fairly well lami- 
nated. The sandstones are brown, friable, and thin to thick bedded. 
The estimated thickness of the series is 1500 to 2500 ft. It is exposed in 
the foothills and near the mountains in the northeastern part of Anzo- 
ategui and northwestern Monagas. 

Pliocene-—In north-central Anzoategui, a formation about 400 ft. 
thick lies unconformably over the older Miocene rocks. It is com- 
posed of light-colored clays and shales, poorly consolidated brown 
sandstones, a very few fossiliferous limestone beds and some lignites. 
On the basis of its fossils the formation is correlated as Pliocene or upper- 


most Miocene. 
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p Quaternary 


The major part of the southern portion of eastern Venezuela, north of 
the Orinoco River, is covered by rocks of the Quaternary system, termed 
the Llanos formation. It is composed of alternating beds of highly 
colored and mottled clays, massive sandstones and poorly sorted conglo- 
merates. Its thickness is estimated at 250 feet. 

A similar formation is exposed over much of the area in the northern 
part of the Maracaibo basin. Recent alluvials are deposited over large 
areas in the southern part of the Maracaibo basin and in the delta of 
the Orinoco River. 

The Quaternary rocks, while unimportant in relation to petroleum, 
are a great handicap in the study of the more important underly- 
ing formations. 

Historical Geology 
A discussion of pre-Cretaceous history would have little bearing on 


the oil geology of Venezuela. During early Cretaceous time, much of 
northern South America was probably covered by a great epicontinental 


sea. The period was characterized by the deposition of great thicknesses 


of limestone over wide areas. This was followed by a gradual emergence 
and folding along the axes of the present mountain ranges so that the 
Maracaibo basin became separated from the sea covering eastern Vene- 
zuela. This emergence and relative elevation continued through the 
Eocene and Miocene periods. The newly exposed highlands were a 
source of detritus, which made up the Tertiary sediments. The progres- 
sive elevation of the mountain areas and the accumulation of sediments 
within the basins constantly restricted the area of sedimentation and the 
Cretaceous and Tertiary formations were successively exposed to erosion 
along the flanks of the uplift. Elevation and subsidence relative to sea 
level doubtless recurred from time to time, giving rise to overlap and 
to the minor unconformities noted in the Tertiary rocks. 

The close of the Miocene period was marked by pronounced deforma- 
tions and locally the Eocene and Oligocene shales and sandstones were 
metamorphosed to slates and quartzites. Since the close of Miocene 
time, conditions have been relatively quiescent although there have been 
periods of subsidence and elevation accompanied by some minor folding. 


Structural Geology 


The pre-Cretaceous rocks have been subjected to profound meta- 
morphism but the resulting complicated structure has no bearing on the 
localization of oil. The major folding and faulting that culminated at 
the close of Miocene time resulted in the formation of the Llanos basin of 
eastern Venezuela and the geosyncline that includes the Maracaibo basin 
and the State of Falcon. Within these major areas, important folds and 
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faults were developed. For the most part, these are roughly parallel 
to the mountain ranges but many smaller folds and faults are at 
diverse angles. 

The anticlines are commonly long with fairly straight axes and steeply 
dipping flanks. The faults are predominantly normal with displace- 
ment ranging from a few feet up to several thousand feet; as in the Toas 
and Petroleo faults in which the Cretaceous is brought into contact with 
Upper Tertiary beds. 


OcCURRENCE OF OL 


Seepages 


Very impressive seepages of oil and asphalt are found in many 
localities in Venezuela. They are distributed over a wide area and 
emanate from many different horizons. They vary from dry asphalt 
to oil of 30° Baumé. 

The largest seepage in the world is Bermudez Lake at Guanoco, in 
eastern Venezuela. Numerous other seepages of heavy oil are found 
along a line extending west from Guanoco at the southern edge of the 
mountains. These seepages come from the Cretaceous shale. Eight 
miles south of this line is a seepage at Chapapotal, coming from the 
Quaternary, but with the Cretaceous shale undoubtedly very close to 
the surface. Still farther south, near Maturin, is a conspicuous line of 
seepages extending slightly south of west from the southern part of 
Trinidad and continuing west of Maturin. These seepages also issue 
from the Quaternary but evidence on Trinidad indicates that a Miocene 
petroliferous horizon is near the surface. 

In western Venezuela seepages are numerous. There are many 
in western Zulia along the Inciarte, Petroleo, La Luna fault zone. Most 
of these give heavy oil and the one at Inciarte is a large asphalt lake. 
In the district of Colon and in the highly folded Eocene formations along 
the south and southeastern edges of the Maracaibo basin are many 
seepages of light oil. 

At Mene Grande, there are hundreds of seepages covering about 1 
sq. mi. and issuing from the Upper Eocene and Upper Miocene rocks. 
At El Mene, in Falcon, is a seepage of light oil from Upper Miocene rocks. 
There are many small seepages from the Miocene in western Falcon. 


Producing Wells 


Oil in commercial quantities has been found in rocks ranging, in age, 
from Eocene to Upper Miocene. The wells in the Rio de Oro and Rio 
Tarra fields in Colon are in the Eocene. The wells in the Menito (Misoa) 
field are in the Oligocene. The wells in the Mene Grande, La Rosa, 
La Paz, El Mene, and Petroleo fields are in the Middle or Upper Miocene. 
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1. Oil has been found in many sands in formations ranging in age 
from the Cretaceous to the Quaternary. 

2. So far as the geology has been worked out in the producing fields, 
the producing horizon has been folded into anticlines with steeply 
dipping flanks, as in Colon and at El Mene and Misoa. It appears, 
therefore, that anticlines are a requisite for oil production. 

3. Oil is indigenous to the upper Cretaceous shales wherever this 
formation has been deposited. Some oil has had its origin, also, in the 
dark carbonaceous shales and limestones in the lower part of the Eocene; 
and a smaller amount in the Oligocene shales and limestones of Falcon 
and eastern Zulia. 

4, These horizons may have contributed oil to the overlying porous 
beds until the close of the Miocene period, after which they were altered 
locally, and in such localities were no longer available as a source of oil. 
This alteration is least in the western part of the Maracaibo basin and 
along the southern edge of the mountains in eastern Venezuela. 

5. The great diastrophic activity at the close of Miocene time per- 
mitted relatively rapid migration of oil into the overlying beds along the 
fractures and fault zones formed at that time. 

6. A considerable amount of oil has accumulated along the zones 
of major faulting but the greatest quantities are retained in steep sided 
anticlines in which the folding has been accompanied by fracturing 
or faulting. 

7. The producing sands, especially in the later formations, are lentic- 
ular and in many of the fields production will be spotted. 

8. Sand and sandstone beds will be the producing formations. The 
degree of alteration and the resultant porosity of these beds is an impor- 
tant guide to localities of oil accumulation. 

9. The numerous porous sandstones interbedded with impervious 
shales and clays afford an abundance of reservoirs for the accumulation 
of oil in the post-Cretaceous rocks. Production may be obtained from 
any of these sands, dependent on the porosity of the sands, the extent 
of fracturing or faulting of the underlying formations and the presence 
of suitable structure. 
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David Talbot Day 


Davip Tatsor Day, a member of the Institute since 1887 and its 
vice-president in 1893 and 1900, passed away suddenly at the home of a 
friend in Washington, D. C., on April’ 15, 1925. The son of Willard 
Gibson and Caroline Geeks Day, he was born at Lakewood, Ohio, on 
Sept. 10, 1859. He received his collegiate training at Gating Fonte 
University, Baltimore, Md., taking an A. B. degree in 1881 and a Ph. D. 
degree in 1884, in the same class as President Wilson. He served for 
two years as demonstrator of chemistry in the University of Maryland, 
and in 1886 married Elizabeth Eliot Keeler, of Mayport, Fla. Soon after 
this marraige, Doctor Day went to Washington, D. C., and was chosen 
by Albert Williams, Jr., as his successor in the statistical work of the 
United States Geological Survey. 

Doctor Day was connected with the Geological Survey for 28 years, 
and from 1886 to 1907 he was in charge of the Mineral Resources division. 
To his organizing genius and his ability to meet men in all walks of life 
and to convince them of the sincerity of his purpose, is to be credited 
most of the progress made in twenty years in the establishment of the 
series of reports containing the annual statistics of mineral production 
and the rapid development of the mineral industry of the United States. 
In building up a strong organization for the collection of mineral statistics, 
Doctor Day was ably seconded by Edward W. Parker, who stood in the 
same relation to the coal industry that Doctor Day stood to the mineral 
industry as a whole, and the hearty codperation of the two men achieved 
a result that has been of lasting benefit to the Geological Survey and to 
the business interests of the country. 

Doctor Day was, by choice and training, a chemist, and from the 
time he left the university he evinced great interest in the chemistry and 
technology of petroleum. Several papers on this subject were published 
by him during his connection with the Geological Survey, but an indus- 
try that was already established did not hold for him the attraction of 
one that was in the formative stage and was struggling for existence. 
Accordingly, in the height of the rapid development of the oil industry 
of the United States, Doctor Day turned his attention largely to the 
problem of the utilization of oil shale. He resigned his position as chief 
of the Division of Mineral Resources of the Geological Survey in 1907 and 
became consulting chemist, mainly in the line of oil-shale investigations. 

Doctor Day was indomitably optimistic regarding the establishment 
in this country of an oil-shale industry, and, in association with E. G, 
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Woodruff, and under the auspices of the Geological Survey, made the 
first survey and field tests of the great oil-shale beds of northwestern 
Colorado and northeastern Utah. The part played by Doctor Day in 
the establishment of the naval petroleum and oil-shale reserves con- 
stitutes, perhaps, his greatest service to the American public. It was 
under the stimulus of his optimistic belief in the ultimate value and 
importance of oil shale as a source of future supplies for the United 


Davip T. Day. 


States that the Geological Survey mapped and critically studied all of 
the more important oil-shale fields of this country. As his chosen field 
of operations was more closely related to the technology of oil shale than 
to its geology, he resigned from the Geological Survey in 1914 and was 
appointed consulting chemist of the Bureau of Mines. In 1920, he 
severed his connection with the Government service so that he might 
have a free hand in carrying out experimental work on the distillation 
of oil shale with the hope of ultimately establishing a new industry on this 
great undeveloped resource of the country. 
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As many of his problems could best be-solved in the West, Doctor 
Day moved to Santa Maria, Calif., within easy reach of the oil fields and 
also of large deposits of oil shale. He erected there a plant for dis- 
_ tilling oil shale and conducted an elaborate series of experiments which 
confirmed his belief that this shale could be utilized in a commercial 
way for the production of gasoline and the various byproducts incidental 
to that operation. 

Despite the large amount of time consumed in his experimental work 
and in serving as consulting chemist and gedlogist for large oil companies, 
he found time to plan a Handbook of the Petroleum Industry and direct 
its compilation. This was published in 1922 in two volumes and has 
become a standard reference book for those interested in the many 
branches of the petroleum industry. 

Doctor Day is survived by his wife, a daughter, Mrs. Stanley G. Bren- 
eizer of Santa Maria, Calif:; a son, David Eliot Day, a petroleum engineer 
in Los Angeles; and by a host of friends who were attracted to him by his 
loving disposition which found good in all mankind. 

M. R. CAMPBELL. 


William A. Clark 


WILLIAM ANDREWS C1uARK, former United States senator from Mon- 
tana, died at his home in New York on March 2, at the age of 86, after a 
brief illness due to pneumonia. He was the last of the three great Mon- 
tana mining magnates, Clark, Daly and Heinze. 


Wiiuiam A. CLARK. 


He was born in Connellsville, Pa., on Jan. 8, 1839, and in 1863 
arrived in Bannock, Ida., with only five dollars, after a journey of 65 
days. On reaching Idaho, he became successively a miner, teamster 
machinist, railway builder, mine owner, capitalist and, in his more 
recent years, philanthropist and art collector. 
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He accumulated his first thousand dollars sluicing gold on a placer 
claim on Horse Prairie, Ida. He bought a mule team, traveled to Salt 


; Lake and freighted provisions back to the miners. In 1867 he took a 


government contract to carry mail from Missoula, Mont., to Walla Walla, 


) Wash., and on two occasions made the greater part of the journey 


on snowshoes. “ 

When teaching school, he studied law, and later entered Mount 
Pleasant University in Idaho, but he never entered the bar. 

At the age of 33, he purchased an interest in some of the principal 
claims in Butte and four years later built the first silver stamp mill in 
that camp, making it the greatest silver producer in America. Then 
he became a copper king and 35 years later helped to make Butte one of 
the most important zinc camps. He financed and owned more than 
50 per cent. of the stock of the San Pedro, Los Angeles and Salt Lake 
Railroad. Just after the road was completed, floods washed out great 
sections of it, causing a loss of $16,000,000; for the second time he poured 
his wealth into the reconstruction of this road. 

During the Nez Perce Indian uprising in 1868, he organized a bat- 
talion of engineers and, as its major, helped quell the trouble. 

He became almost the sole owner of the United Verde Copper Co., 
at Jerome, Ariz. He regarded it as strictly a personal affair and less is 
known of it, by the profession, than of any other of the large copper 
producers. 

He maintained two palatial residences, one in New York, and one in 
Butte. In his later years, he was much interested in art and had in 
his New York galleries the largest individual collection of Corots in the 
world. He devoted millions of dollars to philanthropy, about which 
little is known. . 

Although, in the later years of his life, he devoted much time to 
travel, social intercourse, collecting and philanthropy, he maintained close 
contact with the most intimate details of his mining operations. 

His passing marks the end of a generation famous for picturesque 
characters in the mining world, among whom he stood pre-eminent. 


Willet G. Miller 


Tur mining fraternity of North America was grieved and shocked to 
learn of the death of Dr. Willet G. Miller on Feb. 10, 1925. Doctor 
Miller was for many years the Provincial Geologist of Ontario and 
the one who more than any other had contributed by his personal work 
and the reports of his subordinates to the recent extraordinary mineral 
development of the Province. 

Doctor Miller was fifty-eight at the time of his decease. A man of 
unusually stalwart physique, he seemed destined to many years of use- 
ful service. His friends in both the American and Canadian Mining 
Institutes can with difficulty reconcile themselves to his loss. 

Doctor Miller was born in 1867 in Port Rowan, Ont., on the shores of 
Lake Erie. After preparation in the high school of his native town, he 
entered the University of Toronto and took his bachelor’s degree in 1890. 
He pursued graduate studies in geology at Chicago, Harvard, and Heidel- 
berg Universities. In 1893, he was first appointed lecturer and soon 
thereafter Professor of Geology in Queens University, Kingston, Ont., a 
chair which he held until 1902. He was then appointed Provincial Geo- 
logist of Ontario and was placed at the head of the Survey which was 
attached to the Department of Mines. Within the next year, 1903, he 
performed the service that made him famous. 

In the summer of 1903, in connection with the building of the Ontario 
Government Railway toward an objective on James Bay, veins had been 
noticed by construction parties just north of what is Cobalt Lake today, 
and in the rocky pass that is now traversed by the main line of the 
Canadian National Railway en route to Vancouver. The pink stain of 
cobalt bloom on the vein, known later as La Rose, caught the eye of 
a workman; in November, Doctor Miller recognized the silver in it, and 
brought the possibilities of the district to general attention. In Decem- 
ber, he published an article in the Engineering and Mining Journal, 
stating that the veins could be worked at a handsome profit. During 
the winter and spring, the mining interest awoke, which resulted in the 
astonishingly productive silver district of Cobalt; but in which, Doctor 
Miller, because a government official, scrupulously refrained from having 
any financial interest whatever. Seldom has so high a sense of honor 
been manifested; and as the result, Doctor Miller commanded confidence 
and respect to an extraordinary degree. Hard on the discoveries at 
Cobalt came, in the next few years, those at the other famous camps 
in Northern Ontario; and step by step with them, reports issued from 
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the office of the Provincial Geologist, which assisted in their intelli- 
gent development. 
Doctor Miller was Councilor of the American Institute of Mining 


- Engineers 1909-1911, and Director 1917-1919. In the Canadian Min- 


ing Institute, he served as President 1908-1910. In the Geological 
Society of America, he was Vice-President in 1920. He was an Honorary 
Member of the Institution of Mining and Metallurgy of London, and 
received the gold medal in 1913. Queens University conferred upon 
him the honorary degree of LL.D. in 1907, and at a special convocation 
which was one of the features of the International Geological Congress, 
in Toronto, 1913, his alma mater also conferred upon him the honorary 
degree of LL.D. 

Doctor Miller was one whose simple and unaffected manner reflected 
the directness and sterling honesty of his character. He was a geolo- 
gist of marked and outstanding ability, and in addition to his contri- 
butions on mining, investigated of the ancient geological formations 
of the North. 

His loss will be profoundly felt on both sides of the international 
boundary, and for his great services, the Board of Directors of the 
American Institute of Mining and Metallurgical Engineers desire, to 


record this memorial of appreciation and respect. 

The Board of Directors at its February Meeting ordered this memorial to be 
spread upon its minutes, and to be sent to his family with an expression of deep 
sympathy in their loss. 
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Abandoning wells, 1209. 
Absorbent material, liquid-oxygen explosives, 1251. 
Accelerated corrosion tests, 746. 
Accidents, causes in coal mines, 1229. 
Acid phosphate, see Superphosphate. 
Action of Hot Wall: a Factor of Fundamental Influence on the Rapid Corrosion of Water 
Tubes and Related to the Segregation in Hot Metals (BENEDICKS), 597. 
Action of hot wall: chief causes of corrosion, 599 
Ludwig-Soret action, 616, 625. 
rational air removal, 605. 
segregation in molten iron, 620. 
Apams, W. W.: Discussion on Schedule Rating Coal Mines in Pennsylvania for Com- 
pensation Insurance Rates, 1234. 
Aerial tramway American Zinc Co., 1034. 
Aging: aluminum alloys, 832, 846. 
brass, 801. 
Aging temperature, aluminum alloys, 875, 886. 
Air quenching, aluminum alloys, 853. 
Alabama: blast-furnace practice, 436. 
byproduct coking, 1106. 
coal washing, 1088. 
coke, 440. 
coke plants, byproduct, 1106. 
flux, 440. 
iron ore, 304, 438. 
Koppers coke ovens, 1107. 
pig iron, 441. 
Semet Solvay coke ovens, 1106. 
slag, 441. 
steel making, 398. 
Alabama Byproduct Corpn., coke plant, 1108. 
Alabama Steel & Wire Co., 401. 
Aupricu, TRUMAN H.: Notes on the Clinton Group in Alabama, 304. 
ALEXANDER, JEROME: Discussion on X-ray Evidence Versus the Amorphous-metal 
Hypothesis, 741. 
Alger, Cyrus, 407. 
Alloy steel for guns, 422. 
Alloying, methods of, 865. 
Alloys: aluminum: aging, 832, 846. 
aging temperature, 875, 886. 
air quenching, 853. 
annealed, 841. 
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Alloys: aluminum: annealing, 835, 886. 
applications, 842, 844. 
casting, 864, 867. 
cold worked, 840. 
combination types, 842. 
commercial, 837. 
condition after working, 835. 
constitution, 887. 
corrosion, 854. 
duralumin, 829. 
electrical properties, 860. 
endurance properties, 847. 
extruded, 840. 
hardening theory, 835. 
hardness, 881. 
heat treated, 841. 
heat treatment, 864, 871, 886. 
high strength, 828. 
machineability, 842. 
macrographs, 820, 821, 823. 
mechanical properties, 840. 
methods of alloying, 865. 
methods of heat treatment, 842. 
new, 834. 
physical properties, 841, 872. 
precipitation hardening, 856. 
precipitation heat treatment, 836. 
quenched, 841. 
quenching temperature, 873, 886. 
reheating, 879, 887. 
salt-water corrosion, 845. 
solution heat treatment, 836. 
specific endurance, 848. 
stability, 860, 882. 
tensile strength, 881. 
testing, 871. 
welding, 854. 
workability, 860. 

X-ray, 726. 
aluminum-copper, 829. 
commercial alloys, 837. 
heat treatment, 830. 
mechanism of hardening, 832. 
aluminum-magnesium, photomicrograph, 826. 
aluminum-magnesium-silicon, 832. 
commercial alloys, 839. 
aluminum-manganese, macrograph, 818, 822. 
copper, corrosion, 745. 
corroded, coatings on, 784. 
eutectic patterns, 651. 
eutectic, photomicrographs, 654. 
structural composition, 669. 
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Alternating-current precipitators, 1066. 
Aluminum alloys, see Alloys, aluminum. 
Aluminum and copper, X-ray, 739. 
Aluminum bronze: hardness, 806. 

photomicrograph, 811, 812. 

Aluminum-copper alloys, see Alloys, aluminum-copper. 
Aluminum: etching, 816. 

macrograph, 817, 819. 

X-ray, 726. 727, 730, 731. 
Aluminum-magnesium-silicon alloys, see Alloys, aluminum-magnesium-silicon. 
American Bridge Co., 399. : ; 

American Phosphate Corpn., 333. 

American Steel & Wire Co., 403. 

American Zinc Co. of Tennessee, 1029. 

AmMON, Rosert: Milling Practice of American Zinc Co. of Tennessee at M ascot, 1029, 
Amorphous metal hypothesis, 720. 

Anaconda Copper Mining Co., 333. 

Anaconda superphosphate, 329. 

Analysis: coal, 86, 166, 168, 274. 

lignin, 42. 

manganiferous iron ores, 377. 

speiss, 953. 

spelter, 900. 

wood, 38, 40, 64. 

Analysis of Performance of a Coal Jig (YANchY and FRAsxER), 1079. 

ANDERSON, Rosert J. and Enos, Grorcre M.: Coatings Formed on Corroded Metals 
and Alloys, 784. 

ANDERSON, Rospert J. and Norton, Joun T.: X-ray Evidence Versus the Amorphous- 
metal Hypothesis, 720; Discussion, 742. 

Annealed aluminum alloys, mechanical properties, 841. 

Annealing: aluminum alloys, 835, 886. 

effect on diffraction lines, 724. 

soft metals, 636. 

temperature, effect of, 630. 

Anthracite: carbonized matter, 139. 

combustion temperature, 198. 

fusain, 139. 

microstructure, 119, 127. 

photomicrographs, 120, 130 
Anthraxylon, 91, 134, 233, 244, 245. 

Application of Gaussian Curve to Mining Industry (AncHBALD), 1236; Discussion: 
(Larrp), 1246; (Reap), 1247. 

Application of oil-well records, 1346. 

Application of pulverized coal in copper furnace: combustion space, 975. 

cycle of operations, 976. 

equipment, 974. 

firing operations, 976. 

furnace conditions, 976. 

other plants, 981. 

plant installation, 975. 

test run, 964. P ’ 
Application of Pulverized Coal to Copper Refinery Furnaces (STEELE), 972; Discussion 

(PYNE), 982; (STBELE), 982; (MATHEWSON), 982. 
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Applications, aluminum alloys, 842. 
Arcupatp, Huan: Application of Gaussian Curve to Mining Industry, 1236. 
Arcuer, Rosert 8. and Jerrries, ZAy: New Developments in H igh-strength Aluminum 
Alloys, 828; Discussion, 861. 
Armsrrona, L. K.: Discussions: on Phosphate Deposits of Idaho and Their Relation 
to the World Supply, 338. 
on Rotary Calciners for Gypsum, 351. 
Arsenates, production from speiss, 960. 
Arsenic recovery, 953. 
AsuitEy, Grorcr H.: Discussions: on Environmental Conditions of Deposition of 
Coal, 24, 27, 29. 
on Safe-guarding Coal-mining Operations against Danger from Oil and Gas 
Wells, 1219, 1222. 
Atitritus, 84, 107, 137, 233. 
Austenile and Austenitic Steels (MATHEWS), 568. 
Austenitic steels: 548. 
coefficient of expansion, 575. 
hardness, 572. 
magnetic properties, 574. 
microscopic structure, 575. 
photomicrographs, 576. 
specific resistance, 573. 
X-ray, 589. 
Auto-frettage, 434. 
Available combustibles, liquid oxygen explosives, 1249, 1252. 
Available underground supply of oil, 1320. 


Bacteria, nitrogen fixation, 63. 

Bain, Ena@ar C.: Discussion on X-ray Evidence Versus the Amorphous-metal sl ypothe- 
sis, 738. 

Balcones fault zone, 1329. 

Banket pebble as grinding charge, 988. 

Barpa, W. P.: Discussion on Finishing Melting Temperatures of Simple Ingot Steels, 
500. 

Bark, composition, 44. 

Barr, JAMES A.: Manufacture of Ferrophosphorus at Rockdale, Tenn., 507. 

Discussion on Coal Washing Practice in Alabama, 1103. 

Barriers, rock dust, 1178. 

Bascu, D.: Discussion on Coatings Formed on Corroded Metals and Alloys, 793. 

Basset, W. H.: Discussions: on Corrosion of Copper Alloys in Sea Water, 782. 

on Experiments on the Heat Treatment of Alpha-Beta Brass, 805. 


Bassert, W. H. and Davis, C. H.: Corrosion of Copper Alloys in Sea Water, 745. 
Bear Lake Phosphate Co., 334. 


Bearings, crusher, 1035. 

Buastey, Frep E.: High Zinc in Lead Blast-furnace Slags, 919; Discussion, 922, 
923, 926, 927. 

Beilby theory, 720. 

Belt Conveying of Coal at H. C. Frick Coke Company Mines (Dawson), 1112; Discus- 


SION: (JORGENSEN), 1128; (Dawson), 1128, 1129; (BriaHr), 1128; 
(Hxssx), 1129, 


Belt-conveyors: coal, 1112. 
West Springs mill, 1010. 
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Brxyra, A. R., Herry, C. H., Jr., Burxart, E. H., and Miuimr, C. C.: Some Factors 
Affecting the Elimination of Sulfur in the Basic Open-hearth Process, 512. 
Brnepicks, Carn: Action of Hot Wall: a Factor of Fundamental Influence on the 
Rapid Corrosion of Water Tubes and Related to the Segregation in Hot 
Metals, 597. 
Discussions: on Eutectic Patterns in Metallic Alloys, 665. 
on Scratch and Brinell Hardness of Severely*Cold-rolled M etals, 895. 
on X-ray Evidence Versus the Amorphous-metal H ypothesis, 742. 
Bichel gage, 1268. ; ; 
Bruxrar, I. A.: Discussion on Finishing M. elting’ Temperatures of Simple Ingot Steels, 
498. 
Binary eutectics, 676. 
Biochemical cycles, 61. 
Biographical notice: Clark, William A., 1374. 
Day, David Talbot, 1371. 
Miller, Willet G., 1376. 
Birmingham meeting, 1924, proceedings, xxix. 
Birmingham Rolling Mill Co., 400. 
Birth of grains, 637. 
Bituminous coal mines, rock dusting, 1164. 
Blast furnace: iron: cost of iron, 462. 
dimensions, 4387. 
fuel consumption, 458. 
reactions, 508. 
slag volume, 458. 
sulfur control, 456. 
lead, zine in slab, 919. 
Blast-furnace practice, Alabama: bosh protection, 445. 
cast house, 448. 
dust catchers, 446. 
hearth protection, 446. 
pig iron, 441. 
raw materials, 438. 
stock distribution, 442. 
stockyards, 447. 
stoves, 447. 


thickness of lining, 445. 
Blast-furnace Practice in Alabama (Mussry), 436; Discussion: (MEISSNER), 450; 


(CrocKARD), 451; (Mussny), 451; (OtpHAm), 452. 

Buomriexp, A. L. and Dycus, M. F.: Discussion on Determination of Dissolved Oxygen 
in Cyanide Solutions, 1026. 

Blowholes, steel, 482, 489. 


Bosh protection, 445. 
Bowrn, Max W. and Wernie, A. J.: Determination of Dissolved Oxygen in Cyanide 


Solutions, 1018. 


Bowl classifier, 995, 1015. vie 
Bow.es, Oxtver: Discussions: on Engineering in Limestone Production, 366. 


on Limestone Production as a Mining Problem, 357. 


Bowron, JAmss: Steel Making in Alabama, 398. ie ; 
Boyxston, H. M.: Discussion on Chemical Equilibria During Solidification and Cooling 


of White Cast Iron, 474. 
Brakpan mines, 986. 
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Brass: aging, 801. : 
heat treatment, 794. 
photomicrographs, 765, 796. 

Braver, F.: Discussion on Brief History of Metallurgical Practice in Cannon-making 
with Particular Reference to the Cast-iron Gun, 428. 

Breaman, Avotpn: Discussion on the Hardness of Heat-treated Aluminum Bronze, 815. 

Brick, X-ray examination, 533. 

Bridgewater Iron Works, 427. 

Brief History of Metallurgical Practice in Cannon-making with Particular Reference to 
the Cast-iron Gun (GoostRAy, Harrineton, and Hosmer), 404; Discus- 
sion: (ZIMERMANN), 426; (ORROK), 426; (BRAUER), 428; (McKnicur), 
433. 

Bricut, GRAHAM: Discussion on Belt Conveying of Coal at H. C. Frick Coke Company 
Mines, 1128. 

Brinell hardness, 889. 

Bronze: aluminum, hardness, 806. 

cannon, 417. 
eutectoid, 684. 
photomicrographs, 684, 766. 

Brown, G. M.: Discussions: on Precipitation Efficiency of Zinc Dust in Cyanide 

Process, 1065. 
on Recent Developments in the Fine Grinding and Treatment of Witwatersrand 
Ores, 1015, 1016. 

Bryant, L. E.: Discussion on Coal Washing Practice in Alabama, 1102, 1103. 

Butt, A. W.: Discussion on Determination of Dissolved Oxygen in Cyanide Solutions, 
1028. 

Burbank oil pool, production decline curves, 1322. 

Burxuart, E. H., Herry, C. H., Jr., Benya, A. R., and Miuurr, C. C.: Some 
Factors Affecting the Elimination of Sulfur in the Basic Open-hearth Pro- 
cess, 512. 

Butters filter plant: costs, 1006. 

West Springs mill, 1013. 
Byproduct coke plants, see Coke plants, byproduct. 
Byproduct Coking in Alabama (MiLuER), 1106; Discussion: (Swann), 1110. 


Cadmium: in zine, 899, 912. 
photomicrograph, 635. 
Calciners, rotary, 347. 
CampsBeLy, M. R.: Biographical Notice of David Talbot Day, 1373. 
Cansy, R. C.: Discussions: on High Zinc in Lead Blast-furnace Slags, 921, 923, 928. 
on Recent Developments in the Fine Grinding and Treatment of Witwatersrand 
Ores, 1016. 
Cannel coal: carbonization tests, 162. 
coke, 163. 
formation, 19. 
Pennsylvania, 162. 
photomicrograph, 150. 
Cannon, bronze, 417. 
Cannon making: history, 404. 
metallurgical practice: alloy steel, 422. 
bronze cannon, 417. 
Dahlgren gun, 414. 
defense program, U.S., 421. 


4 
q 
q 
d 
: 


{ 


on . 


INDEX 1385 


Cannon making: metallurgical practice: early foundries, 407. 
Ft. Pitt foundry, 410, 421, 433. 
Greenwood furnace, 415. 
high-power guns, 423. 
Parrot gun, 415, 430. 
Rodman process, 411. 
South Boston Iron Works, 407. f 

Capital expenditure on the Rand, 1001. 

Carbohydrates in coal, 36. 

Carbon monoxide, reduction of iron ores by, 549. 

Carbonization, coal, see Coal, carbonization. 

Cartridge paper, liquid oxygen explosives, 1258. 

Cast house, 448. 

Cast iron: desulfurization, 468. 

white, see White cast iron. 
Cast-iron gun, manufacture, see Cannon making. 
Casting: aluminum alloys, 864, 867. 
temperature, 477, 486. 
Casting and Heat Treatment of Some Aluminwm-Copper-Magnesium Alloys (DANIELS, 
Lyon, and Jounson), 864; Discussion: (HANSON and GAYLER), 885; 
(DantEts), 887. 
Cellulose, in wood and coal, 37, 39, 40. 
Cement industry: burning, correct, 341. 
composition of cement, 340. 
costs, 341. 
dust collection, 345. 
problems, manufacturing, 339. 
research, 341. 

Cementite: in white cast iron, 472. 
X-ray examination, 475: 

Central Iron & Fuel Co., coke plant, 1107. 

Chambers patent, 429. 

Charcoal: mineral, 21, 24, 25, 29, 30, 139. 

photomicrographs, 144. 
relation to coke, 153. 

Chemical Equilibria During Solidification and Cooling of White Cast Iron (ScHWARTZ 
and Hirp), 470; Discussion: (PILLING), 473; (SWEETSER), 474; (BoyLsTon), 
474; (SAuvEuR), 474; (ScHwarRtz), 474. 

Chemical equilibrium, iron, oxygen, and carbon, 549. 

Chemistry, coal, modern views, 227. 

Chemists at coal-washing plants, 1092. 

Cutrvinsky, P. N.: Discussion on Determination of Structural Composition of Alloys 
by a Metallographic Planimeter, 689. 

Chromium-nickel steels, 571. 

Chromium steels, 571. 

Clark, William A.: biographical notice, 1374. 

portrait, 1374. 

Classification: coal, 86, 228. 

eutectic patterns, 652. 
steels, 477. 
Classifiers: 995, 1015. 
Dorr, 1047. 
Climate, Venezuela, 1359. 
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Clinton group iron ores, Alabama, 304. 
Coal: analyses, 86, 166, 168, 274. 
anthracite, see Anthracite. 
avidity for oxygen, 216. 
banding, 24, 128, 165, 232. 
belt conveying, 1112. 
bogen structure, 119. 
cannel, see Cannel coal. 
carbonization: Appalachian trough, 257. 
batholith intrusions, 261. 
metamorphism of organic matter, 272. 
progressive regional, 253. 
thrust compression, 264. 
cells: fragmented, 119. 
unfragmented, 121. 
chemical reagents, action, 237. 
chemistry, modern views, 227. 
classification by ranks, 86, 228. 
coking, 149. 
combustion: selective, 189, 207. 
spontaneous, 207, 208. 
composition: anthraxylon, 91, 134, 233, 244, 245. 
attritus, 84, 107, 137, 233. 
banding, 24, 128, 165, 232. 
biochemical decomposition, 17, 58. 
carbohydrates, 36. 
cellulose, 37, 39. 
durain, 167. 
effect of water conditions in deposition, 22. 
fusain, 21, 24, 25, 29, 189, 167, 189. 
glucosides, 45. 
humic, 274. 
ingredients, 35, 90, 167. 
lignin, 42. 
lignocellulose, 39. 
moisture as volatile matter, 282. 
nitrogen, 169, 211. 
oils, essential, 49. 
peat bog, 72. 
pectin, 36, 68. 
plant chemistry, 35. 
plant decomposition, 69. 
plant growth, 68. 
proximate, 166. 
ranks, 86, 229. 
resins and resinic acids, 51, 115. 
sapropelic, 274. 
sulfur, 169, 184. 
ulmins, 167, 175, 176. 
vitrain, 167, 181. 
wood analyses, 88, 40. 
conglomerates, 227, 233. 
constitution: 176. 
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Coal: constitution: bogen structure, 119. 
fragmented cells, 119. 
microscopic, 35, 85, 117, 127, 153. 
nitrogenous constituents, 211. 
research results, 237. 
unfragmented cells, 121. 
contact metamorphism, 246. 
deposition: anthraxylon, 91, 134. 
biochemical decomposition, 17, 58. 
cannel coal, 19, 153. 
causes of formation, 86. 
charcoal, mineral, 21, 24, 25, 29, 30, 139. 
climatic conditions, 11. 
coalification, 85. 
decay, 17, 58. 
environmental conditions, 3. 
Europe, 32. 
fusain, 21, 24, 25, 29, 139, 167, 189. 
geochemical and geophysical changes, 253. 
land surface environment, 6. 
mineral charcoal, 21, 24, 25, 29, 30, 139. 
peat bog composition, 72. 
plant decomposition, 69. 
plant growth, 68. 
ranks, 15. 
silicification, 10. 
sulfur, 10. 
swamp environment, 6. 
thin partings, 24, 25, 26, 27. 
types of coal, 15. 
volcanic, 26, 27. 
water conditions, effect on composition, 22. 
woody coals, 15, 18. 
xyloid coals, 18. 
distillation, destructive, 170, 176, 240. 
humic, 274. 
ignition temperatures, 220, 221. 
microscopic constitution, 35, 85, 117, 127. 
microscopic examination: etching, 117, 128. 
polishing, 117, 128. 
mineral charcoal, 21, 24, 25, 29, 30, 139. 
moisture, 282. 
mother of, 21, 24, 25, 29, 139. 
nitrogenous constituents, 211. 
oil and gas correlation, 1207. 
organic sulfur compounds, 184. 
origin, see Coal, deposition. 
oxidation: controlled, apparatus, 200. 
rapid, combustion study, 192. 
slow, for examination, 165. 
temperature variations, 203, 220. 
tests, 216. 
under pressure, 238. 
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Coal: photomicrographs, 93, 130, 154. 
plant debris in, 172. 
proximate analysis, 166. 
pulverized: American Smelting & Refining Co., 972. 
Anaconda Copper Mining Co., 981. 
Calumet & Hecla, 981. 
combustion space, 975. 
firing conditions, 975. 
in copper furnaces, 972. 
Michigan Smelting Co., 981 
ranks: 86, 228. 
cause of differences, 254. 
moisture content, 284, 286. 
reducing agents, action, 238. 
- resolution by oxidation, 165. 
sapropelic, 274. 
silicification, 10. 
sizing tests, 1102. 
sludge, sulfur content, 1102. 
solubility, 168, 176. 
spontaneous combustion, 207, 208. 
structure, see Coal, constitution. 
thin partings, origin, 24, 25, 26, 27. 
ultimate analysis, 168. 
volatile matter, moisture, 282. 
xyloid, 18. 
Coal and) Oxygen (PARR and Hosarr), 216; Discussion: (Davis), 223; (THom), 224; 
(Parr), 224, 225, 226; (Rosn), 224, 225; (FimnLDNER), 225; (JORGENSEN), 
225; (WurrE), 225, 226; (Grant), 226. 
Coal dust: explosibility, 1142. 
explosions, see Coal-dust investigations. 
hygroscopicity, 1171. 
prevention of formation, 1166. 
sampling, 1168. 
Coal-dust investigations: 1130. 
experimental mines, 1145. 
gallery testing, 1131. 
laboratory testing, 1131. 
prevention of explosions, 1185. 
rock dusting, 1149, 1164. 
velocity of explosions, 1158. 
Coal in Relation to Coke (Jurrrny), 149; Discussion: (WuiTE), 158, 160; (SrInKIN- 
son), 160; (Parr), 160; (Kemp), 160; (Tuimssen), 161; (FETTKE), 162. 
Coal jig, 1079. 
Coal mines: correlation with oil and gas, 1207. 
dust sampling, 1168. 
explosion prevention, 1185. 
gas explosions, 1206. 
gases, 1189. 
hazard examination, 1167. 
humidifying methods, 1185. 
rating for compensation insurance, 1226. 
rock dusting, 1195. 
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Coal mines: safeguarding, 1204. 
ventilation, 1166. 

Coal mining: accidents, causes, 1229. 
Gaussian curve in, 1238. 

Coal washers: Republic Iron & Steel Co., 1096. 
Sloss Sheffield Steel & Iron Co., 1099. 
Tennessee Coal, Iron & R. R. Go., 1100. 
Woodward Iron Co., 1094. 

Coal washing: Alabama practice, 1088. 
chemists at plants, 1092. 
construction material, 1093. 

Dorr thickeners, 1090. 

history in Alabama, 1089. 

representative plants, 1094. 

size of coal to jigs, 1092. 

sludge problem, 1089. 

Coal Washing Practice in Alabama (GrisMER), 1088; Discussion: (KeLuy), 1102, 1104; 

(GrisMER), 1102, 1103; (Paxuister), 1102; (Bryant), 1102, 1103; 
(Fries), 1102, 1103; (Harris), 1103, 1104; (Barr), 1103; (Crawrorp), 
1104; (WricHt), 1104; (Norris), 1105. 

Coalification, 85. 

Coarse crushing, American Zine Co. of Tennessee, 1030. 

Coatings Formed on Corroded Metals and Alloys (ENos and ANDERSON), 784; Discus- 

sion: (ExuioTT), 792, 793; (Sayre), 792; (Dantes), 793; (BascH), 793. 

Coatings, metallic photomicrographs, 788, 789, 790. 

Coatings on corroded metals: formation, 786. 
nature, 785. 

Coss, JoHn W.: Nitrogenous Constituents of Coal, 211. 

Coefficient of expansion, austenitic steel, 575. 

Coke: Alabama, 440. 
charcoal relation, 153. 
plants, byproduct: Alabama Byproducts Corpn., 1108. 

Central Iron & Fuel Co., 1107. 

Gulf States Steel Co., 1108. 

Sloss Sheffield Iron & Steel Co., 1108. 
Tennessee Coal, Iron & R. R. Co., 1106, 1108. 
Woodward Iron Co., 1107. 

Coking: byproduct, Alabama, 1106. 
cannel coal, 162. 
coals suitable, 149. 
history, 149. 
nature, 161. 

Cold-rolled metals, hardness, 889. 

Cold work, effect on diffraction lines, 724. 

Cold-worked aluminum alloys, 840. 

Colorado, coal, contact metamorphism, 246. 

Combustibles, liquid oxygen explosives, 1249, 1252. 

Combustion: coal, selective, 189, 207. 
propagation in coal, 190. 
temperature measurement, 198. 

Commercial alloys; aluminum-copper, 837. 
aluminum-magnesium-silicon, 839. 

Committees of the Institute, xii. 
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Comparative Study of Well Logs on the Mexia Type of Structure (LAvEE), 1329; Dis- 
cussion: (VAN DER GRAcHT), 1349. 
Compensation insurance, rating coal mines, 1226. 
Composition, structural, of alloys, 669. 
Comstock, Goran F.: Discussion on Eutectic Patterns in Metallic Alloys, 667. 
The Hardness of Heat-treated Aluminum Bronze, 806; Discussion, 815. 
Concentrates: copper, smelting in converter, 969. 
drying, American Zine Co., 1056. 
flotation, American Zine Co., 1056. 
handling, costs, 1057. 
jig, American Zinc Co., 1056. 
zine, roasting furnace, 929. 
Condenser tubes, corrosion, 748. 
Condition after working, aluminum alloys, 835. 
Cone classifier, 995, 1015. 
Connors Steel Co., 403. 
Constants of oil production decline curves, 1315. 
Constitution: aluminum alloys, 887. 
aluminum-copper alloys, 830. 
coal, see Coal, constitution. 
Constitution of Coal (TimESwELL and WHEELER), 176; Discussion: (WHITE), 182; 
(FIELDNER), 182. ; 
Construction material coal washers, 1093. 
Contact Metamorphism of Some Colorado Coals by Intrusives (Epy), 246; Discussion: 
(McFarnane), 251; (THom), 252. 
Converter smelting, copper concentrates, 969. 
Conveyors, belt, see Belt conveyors. 
Cook, Maurice and Evans, Uticx R.: Recrystallization and Grain Growth in Soft 
Metals, 627. 
Cooley jig, 1036. 
Cooling, white cast iron, 470. 
Cooperative research, rock dusting, 1181. 
Copper alloys, corrosion in sea water, 745. 
Copper-aluminum bronze, corrosion, 769. 
Copper and aluminum, X-ray, 739. 
Copper: cold rolled, hardness, 890. 
Ducktown district, Tennessee, see Ducktown copper district. 
physical properties, 692. 
Copper concentrates, smelting in converter, 969. 
Copper-nickel alloys, corrosion, 768. 
Copper refinery furnace: cycle of operations, 975. 
pulverized coal in, 972. 
Copper sulfate in flotation, 1052. 
Copper-tin alloys, corrosion, 768. 
Copper-zine alloys, corrosion, 764, 
Copper-zinc-tin alloys, corrosion, 769. 
Cork, composition, 44. 
Correlation of coal with oil and gas, 1207. 
Corroded metals and alloys, coatings, 784. 
Corrosion: accelerated tests, 746. 
air removal, 605. 
aluminum alloys, 845, 854. 
condenser tubes, 748. 
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Corrosion: copper alloys, 745. 
copper-aluminum bronze, 769. 
copper-nickel alloys, 768. 
copper-tin alloys, 768. 
copper-zine alloys, 764. 
copper-zinc-tin alloys, 769. 
dezincification, 781. 
grain size, effect of, 760. 
hardness, effect of, 760. 
salt spray test, 770. 
sea water, 745. 
sheet metal, 755. 
water tubes, 597. 


Corrosion of Copper Alloys in Sea Water (Basserr and Davis), 745; Discussion: 
(Price), 774; (WEBSTER), 776; (ORROK), 777; (WuITE), 777; (CRAMPTON), 


778; (BASSETT), 782. 
Costs: Butters filter plant, West Springs mill, 1006. 
cement, 341. 
concentrate handling, 1057. 
conveyor belts, 1031, 1035. 
crusher shells, 1042. 
crushing, West Springs mill, 1005. 
cyaniding slime, West Springs mill, 1006. 
flotation, 1055. 
jigging, 1039. 
osmiridium recovery, West Springs mill, 1006. 
power, 1002. 
precipitation, West Springs mill, 1006. 
redistillation of zinc, 916. 
reduction, 997. 
rock dust, 1169. 
rock dusting, 1175, 1183. 
roll shells, 1035. 
sorting, West Springs mill, 1005. 
tube milling, 1005. 
West Springs mill, 1004. 
zine, 916. 
Cottrell process, 1066. 


Corte, F. B.: Discussion on New Developments in High-strength Aluminum Alloys, 


845. 

Crampton, D. K.: Discussion on Corrosion of Copper Alloys in Sea Water, 778. 
Crawrorp, GrorcE G.: Discussion on Coal Washing Practice in Alabama, 1104. 
CrockarD, FRANKLIN H.: Discussion on Blast-furnace Practice in Alabama, 451. 
Crowe vacuum process, 994, 
Crusher bearings, 1035. 
Crusher shells, costs, 1042. 
Crushing: American Zinc Co. of Tennessee, 1030. 

costs, 1005. 

West Springs mill, 1010. 
Cummer process, 349. 
Cunningham Bros., 407. 
Currie oil field, 1330. 
Curve, Gaussian, 1236. 
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Curves, production decline, 1322. 
Cuyuna district, 372. 
Cuyuna manganiferous iron ores, 386. 
Cyanidation: 994. 
costs, 1006. 
slime, West Springs mill, 1013. 
solutions: dissolved oxygen, 1018. 
sampling, 1026. 
titration, 1025. 
zinc-dust precipitation, 1061. 


Dahlgren gun, 414. 
Datsry, G. E.: Discussions: on Eutectic Patterns in Metallic Alloys, 666. 
on High Zinc in Lead Blast-furnace Slags, 923. 
on a New Roasving Furnace for Zinc Flotation Concentrate, 950. 
on Recovery of Arsenic and Other Valuable Constituents from Speiss, 966. 
on Redistillation of Zinc, 918. 
Daniels, Samuel: Discussions: on Casting and Heat Treatment of Some Aluminum- 
Copper-Magnesium Alloys, 887. 
on Coatings Formed on Corroded Metals and Alloys, 793. 
on Etching Aluminum and Its Alloys for Macroscopic and Microscopic Ex- 
amination, 827. 
on the Hardness of Heat-treated Aluminum Bronze, 814. 
Daniets, SamuzEL, Lyon, A. J., and Jounson, J. B.: Casting and Heat Treatment of 
' Some Aluminum-Copper-Magnesium Alloys, 864. 
Davis, Atvin L.: Discussions: on the Malleability of Nickel, 719. 
on Scratch and Brinell Hardness of Severely Cold-rolled Metals, 895. 
Davis, C. H. and Bassert, W. H.: Corrosion of Copper Alloys in Sea Water, 745. 
Davis, Cart R., Wituny, J. L., and Ewrna, 8. E. T.: Recent Developments in the 
Fine Grinding and Treatment of Witwatersrand Ores, 983. 
Davis, J. D.: Discussions: on Coal and Oxygen, 223. 
on Selective Combustion in Coal, 207, 208. 
Davis, J. D. and Firupnur, A. C.: Modern Views of the Chemistry of Coals of Different 
Ranks as Conglomerates, 227. 
Dawson, THomas W.: Belt Conveying of Coal at H. C. Frick Coke Company Mines, 
1112; Discussion, 1128, 1129. 
Day, David Talbot: biographical notice, 1371. 
portrait, 1372. 
Dean gun, 432. 
Death of grains, 637. 
Decay: differential rates, 69, 70. 
in coal formation, 17, 58. 
plant substances, 69. 
wood, 64. 
Defense program of U.S. in 1885, 421. 
Deformation, effect of, 628. 
Deposition, coal, see Coal, deposition. 
Destructive distillation, coal, 170, 176, 240. 
Desulfurization: cast iron, 468. 
in basic open-hearth furnace, 516. 
Determination of Dissolved Oxygen in Cyanide Solutions (Weinte and Bowen), 1018; 
Discussion: (BLOMFIELD and Dycus), 1026; (Bunu), 1028. 
Determination of oil production decline curves, 1322. 
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Determination of Structural Composition of Alloys by a Metallographic Planimeter 
(PoLusHKIN), 669; Discussion: (Rawvon), 687; (Chirvinsky) 689; (Polush- 
kin), 690. 
Determination of Suspensoids by Alternating-current Precipitators (DRINKER and 
THomas), 1066. 
Determining the Constants of Oil-production Decline Curves (RoxseER), 1315. 
Detonation: by fuse, liquid oxygen explosives, 1274. ¢ 
rate, liquid oxygen explosives, 1271. 
Dezincification in corrosion, 781. 
Diffraction effects, 723. TRS 
Diffraction patterns, 725. 
Directors of the Institute, vii. 
Dissolved oxygen in cyanide solutions, 1018. 
Dorr classifier, 995, 1015, 1047. 
Dorr thickeners, 1089. 
Double phosphate, 325. > 
Dovel gas-cleaning process, 450. 
Dovel pig breaker, 449. 
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Electric furnace, molybdenum wound, 695. 
Electrical properties, aluminum alloys, 860. 
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(Fuck), 816; Discussion: (DANIELS), 827. 
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soft metals, 632. 
Eutectic alloys, photomicrographs, 654. 
Eutectic Patterns in Metallic Alloys (GREEN), 651; Discussion: (BENEDICKS), 665; 
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Explosibility of coal dust, 1142. 
Explosion prevention, coal mines, 1185. 
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Explosive testing methods, 1259. 
Explosives, liquid oxygen: available combustibles, 1249, 1252. 
Bichel gage, 1268. 
cartridge paper, 1258. 
detonation by fuse, 1274. 
diameter of cartridge, 1254. 
explosion by influence, 1273. 
explosive properties, 1259. 
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Explosives, liquid oxygen: gases evolved, 1268. 
life of cartridge, 1249. 
pressures produced, 1268. 
propulsive strength, 1262. 
rate of detonation, 1271. 
rate of evaporation, 1257. 
sensitivity, 1274. 
strength, comparative, 1260. 
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Extruded aluminum alloys, 840. 
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ent Ranks as Conglomerates, 227. 
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Finishing Melting Temperatures of Simple Ingot Steels (Hisparp), 476; Discussion: 
(SauvEuR), 488, 492; (Sryrt), 489; (LuERssEN), 490, 492; (ZIMERMANN), 
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Flow of liquids through sands, 1277. 
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Tennessee Coal, Iron & R: R. Co. coal washer, 1100. 
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formation, 21, 24, 25, 29. 
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Gas: plugging wells, 1209. 
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Gaussian curve, 1236. 
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Some Aluminum-copper-magnesium Alloys, 885. 
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deaths, 637. 
growth, 637. 
shrinkage, 637. 
Grant, W. M.: Discussions: on Coal and Oxygen, 226. 
on Selective Combustion in Coal, 208. 
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GREEN, C. H.: Eutectic Patterns in Metallic Alloys, 651: Discussion, 667. 
Greenwood furnace, 415. 
Griaes, C. C.: Engineering in Limestone Production, 358. 
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fine, see Fine grinding. 
media, 1048. 


Growth of grains, 637. fies 
Gruean, Justice F.: Discussion on Recent Developments in the Fine Grinding and 


Treatment of Witwatersrand Ores, 1016. 

Gulf States Steel Co., coke plant, 1108. 
Gun iron, 427. 
Guns: alloy steel, 422. 

Columbiad, 410. 

Dahlgren, 414. . 

Dean, 432. 

German long-range, 425. 

Hitchcock, 431. 

hooped, 427. 

Lyman, 431. 

Mann, 431. 

modern high-power, 423. 


1398 INDEX 


Guns: one-piece, 426; 434. 
Parrot, 415, 431. 

Sutcliffe, 432. 
Thompson, 432. 

Treadwell, 428. 
Woodbridge, 431. 

Gypsum: Cummer process, 349. 
Emley process, 350. 
production, 347. 
rotary calciners, 347. 
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on X-ray Evidence Versus the Amorphous-metal Hypothesis, 740. 
Hazard examination in coal mines, 1167. 
H. C. Frick Coke Co. mines, 1112, 
Hearth protection, 446. 
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Heat treatment: aluminum-copper-magnesium alloys, 864, 871, 886. 
brass: aging, 801. 
alloys used, 795. 
effect of een 795, 798. 
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Humidifying meode coal mines, 1185. 
Huripurt, A.: Discussion on Safeguarding Coal-mining Operations against Danger 


from Oil and Gas Wells, 1218. 
Hygroscopicity, rock and coal dust, 1171. 
Hypothesis, amorphous metal, 720. 
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Idaho, phosphate, 308. 
Idaho Phosphate Co., 334. 
Ignition temperature, coal, 220, 221. 
Illinois, rock dusting, 1194. 
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Discussion: (THompson), 1296; (UrmN), 1299. 
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cost, 462. 
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manganiferous, 389. 
Iron ore: Alabama, 304, 438. 
manganiferous, 372, 386. 
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reduction by carbon monoxide, 549. 
Tron sulfide, 540. 
Ives, L. E.: Discussion on Economics of the Cuyuna Manganiferous Iron Ores, 395. 
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Jurrrins, ZAy: Discussions: on New Developments in High-strength Aluminum Alloys, 
845. 
on X-ray Evidence Versus the Amorphous-metal Hypothesis, 732. 
Jerrrins, ZAy and Arcupr, Ropert §.: New Developments in High-strength Aluminum 
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Machineability, aluminum alloys, 842. 
Macrographs: aluminum alloy, extruded, 823. 
aluminum alloy ingot, 820. 
aluminum alloy test bar, 821. 
aluminum ingot, 819. 
aluminum-manganese alloy: ingot, 818. 
rolled, 822. 
aluminum sheet, 817. 
Macroscopic examination: aluminum, etching, 816. 
aluminum alloys, etching, 816. 
Magnesium, effect in nickel, 713. 
Magnetic properties, austenitic steel, 574. 
Malleability of Nickel (MErica and WALTENBERG), 709; Discussion: (GILLETT), 716; 
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Malleability, nickel, see Nickel, malleability. 
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Manganiferous iron, 389. 
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Mathematical Determination of Production Decline Curves (Larknry), 1322. 
Matuews, Joun A.: Austenite and Austenitic Steels, 568. 
Matuewson, E. P.: Discussions: on Application of Pulverized Coal to Copper Refinery 
Furnaces, 982. 
on High Zinc in Lead Blast-furnace Slags, 925. 
on Recovery of Arsenic and Other Valuable Constituents from Speiss, 968. 
McApam, D. J., Jr.: Discussion on New Developments in High-strength Aluminum 
Alloys, 846. r | 
McCormack, C. P.: Economics of the Cuyuna Manganiferous Iron Ores, 386. 
McFaruane, Guo. C.: Discussion on Contact Metamorphism of Some Colorado Coals 
by Intrusives, 251. r n 
McKzeEnan, L. W.: Discussions: on the Malleability of Nickel, 718. 
on X-ray Evidence Versus the Amorphous-metal Hypothesis, 740. 
McKnicut, Cuarues, Jr.: Discussion on Brief History of Metallurgical Practice in 
Cannon-making with Particular Reference to the Cast-iron Gun, 433. 
MEAts, S. W.: Discussion on Safeguarding Coal-mining Operations against Danger from 
Oil and Gas Wells, 1223. 
Mechanical properties, aluminum alloys, 840. 
MetssneEr, C. A.: Discussions: on Blast-furnace Practice in Alabama, 450. 
on Effect of Sulfur on Blast-furnace Process, 465, 469. 
Melting point, steel, 477, 491. 
Menrica, Paun D. and WauTenBeraG, R. G.: The Malleability of Nickel, 709. 
Merrill press, 994. 
Metabolism, 58. 
Metallic coatings, photomicrographs, 788, 789, 790. 
Metallographic planimeter, 669. 
Metals: cold rolled, hardness, 889. 
corroded, coatings, 784. 
soft: annealing, 636. 
etching, 632. 
grain growth, 627. 
Mexia fault zone, 1329. 
Mexia oil field, 1330. 
Mexia structure, 1329, 1338. 
Michigan Limestone & Chemical Co., 361. 
Microscopic examination: aluminum, etching, 816. 
aluminum alloys, etching, 816. 
coal, see Coal, microscopic examination. 
Microscopical Structure of Anthracite (TuRNER), 127; Discussion: (Moors), 142; 
(JEFFREY), 143; (Turessen), 143; (Rose), 144; (Kemp), 144; 
(Wate), 144; (Sertmr), 145; (Nof), 147. 
Microscopical Constitution of Coal (Turmssmn), 35; Discussion: (Jerrrey), 114, 115; 
(TuessEN), 114, 115; (Swemrser), 114; (Ware), 114, 115. 
Microstructure: anthracite, 119, WT: 
austenitic steel, 575. 
coal, 35, 85, 117, 127, 153. 
effect of reheating quenched brass, 794. 
Microstructure of Coal (SryLER), 117. 
Mill sampling, American Zine Co. of Tennessee, 1057. 
Mill solutions: dissolved oxygen in, 1018. 
sampling, 1026. 


titration, 1025. 
Minter, C. C., Hurry, C. H., Jn., Betyna, A. R., and BurKart, H. H.: Some Factors 


Affecting the Elimination of Sulfur in the Basic Open-hearth Process, 512. 
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Miuier, F. W.: Byproduct Coking in Alabama, 1106. 

Miller, Willet G., biographical notice, 1376. 

Milling Practice of American Zinc Co. of Tennessee at Mascot (Ammon), 1029. 

Miuiron, Grorae: Discussion on Engineering in Limestone Production, 368. 

Mill-water supply, American Zine Co. of Tennessee, 1055. 

Milwaukee meeting, 1924, Institute of Metals Division, xxxiii. 

Mine gases, coal mines, 1189. 

Mineral charcoal, 21, 24, 25, 29, 30, 139. 

Mining industry, Gaussian curve in, 1236. 

Mining, limestone, 352, 368. 

Minnesota, manganiferous iron ores, 372. 

Modern Views of the Chemistry of Coals of Different Ranks as Conglomerates (FIELDNER 
and Davis), 227; Discussion: (Parr), 243; (WurTE), 243; (THrEssEN), 
244; (FrmnpNER), 244; (SuytmR), 245. 

Moisture as a Component of the Volatile Matter of Coal (THom), 282; Discussion: 
(FIELDNER), 286, 288; (PARR), 286; (SpYLuR), 287; (THom), 287, 288; 
(Hatz), 288. 

Molybdenum: electric furnace resistor, 695. 

physical properties, 692. 
uses, 694. 
Moors, E. 8.: Discussions: on Environmental Conditions of Deposition of Coal, 28. 
on Microscopical Structure of Anthracite, 142. 
Mountain Copper Co., Ltd., superphosphate, 328. 
Mossey, H. E.: Blast-furnace Practice in Alabama, 436; Discussion, 451. 


Netson, Witpur A.: Ducktown, Tennessee, Copper District, 299. 
Mascot, Tennessee, Zinc Area, 289. 
Discussion on Environmental Conditions of Deposition of Coal, 26, 27. 
New Developments in High-strength Aluminum Alloys (ARcHER and JErrrrEs), 828; 
Discussion: (CoyuE), 845; (Foaupr), 845; (Rawpon), 845; (JEFFRIES), 
845; (McApam), 846; (Knprr), 852; (ScHwerzER), 854; (ArcHER and 
Jmrrrins), 861. 
New Richland oil field, 1338. 
New Roasting Furnace for Zinc Flotation Concentrate (FULTON and Rap), 929; Discus- 
sion: (Datpry), 950; (Funron), 950, 951, 952; (WirHERELL), 951; 
(Dwieut), 951; (O’Harra), 951; (Stock), 952; (OstaREN), 952. 
New York meeting, 1925, proceedings, xxxiy. 
Nickel: and oxygen, 715. 
malleability: effect of manganese and magnesium, 713. 
effect of oxygen, 715. 
non-malleability, reasons, 710. 
structural form of sulfur in nickel, 712. 
photomicrographs, 712. 
physical properties, 692. 
sulfur in, 712. 5 
X-ray examination, 717. 
Nickel speiss, arsenic recovery, 958. 
Nickel steel, 570. 
Nitrogen: cycle in biochemistry, 61. 
fixation, by bacteria, 63. 
in coal, 169, 211. 
Nitrogenous Constituents of Coal (Cops), 211; Discussion: (Parr), 214, 215; (Ross), 
214; (Turessen), 214, 215. 
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Noble, Townsend & Co., 406. 


Nos, A. C.: Dienan on Environmental Conditions of Deposition of Coal, 32. 
on Microscopical Structure of Anthracite, 147. 
on Progressive Regional Carbonization of Coals, 281. 
Norris, R. V.: Discussions: on Safeguarding Goalsaniny Operations against meas 
from Oil and Gas Wells, 1221. 
on Coal Washing Practice in Alabama, 1105. 
Norton, JouN T. and AnpERSON, Rosert J.: X-ray Evidence Versus the Amor phous- 
metal Hypothesis, 720; Discussion, 742. 
Notes on the Clinton Group in Alabama (AupRIcH), 304. 


Officers and Directors of the Institute, vii. 
O’Harra, B. M.: Discussions: on High Zinc in Lead Blast-furnace Slags, 927. 
on a New Roasting Furnace for Zinc Flotation Concentrate, 951. 
Oil: abandoning wells, 1209. 
available underground supply, 1320. 
Balcones fault zone, 1329. 
Currie field, 1330. 
curves of production decline, 1313. 
flow of liquid through sands, 1277. 
fluid-level indicator, 1308. 
fluid-level in pumping, 1301. 
gas and coal correlation, 1207. 
geology, Venezuela, 1358. 
increasing production, 1276. 
increasing well diameter, 1276, 1283. 
interpretation of subsurface conditions, 1340. 
Mexia fault zone, 1329. 
Mexia field, 1330. 
Mexia structure, 1329, 1338. 
New Richland field, 1338. 
plugging wells, 1209. 
Powell field, 1335. 
production decline curves: 1315, 1322. 
Burbank pool, 1322. 
Tulsa Co., 1325. 
pumping: fluid level, 1301. 
rate, 1312. 
safeguarding coal mines, 1204. 
Seay-Cranfill field, 1334. 
source of water, 1313. 
subsurface conditions, 1340. 
well logs, 1329. 
well records, 1346. 
Oil Geology of Northern Venezuela (GARNER), 1358. 
Oil shale, photomicrograph, 150. 
Oil wells: abandoning, 1209. 
increasing diameter, 1276, 1283. 
logs, 1329, 1340. 
plugging, 1209. 
pumping, 1301, 1312. 
records, 1346. 
safeguarding coal mines, 1204. 
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Oils, essential, in coal, 49. 
Oxpuam, W. H.: Discussion on Blast-furnace Practice in Alabama, 452. 
Open-hearth process: pouring temperatures, 479, 495, 499. 
pyrometer measurements, 402. 
sulfur elimination, 512. 
Operating results, West Springs mill, 1004. 
Ore dressing: Rand, 983. 
Witwatersrand ores, 983. 
Organic Sulfur Compounds in Coal (Jouuy and WHEELER), 184; Discussion: (PARR), 
188. 
Origin: coal, see Coal deposition. 
fusain, 21, 24, 25, 29. 
zinc ore, Mascot area, Tennessee, 297. 
Orrox, GrorceE A.: Discussions: on Brief History of Metallurgical Practice in Cannon- 
making with Particular Reference to the Cast-iron Gun, 426. 
on Corrosion of Copper Alloys in Sea Water, 777. 
on Finishing Melting Temperatures of Simple Ingot Steels, 492, 493. 
on Some Factors Affecting the Elimination of Sulfur in the Basic Open-hearth 
Process, 538. 
Osmiridium recovery, costs, 1006. 
OstarEN, G. L.: Discussion on a New Roasting Furnace for Zinc Flotation Concentrate, 
952. 
Oxidation, coal, see Coal, oxidation. 
Oxygen: and coal, 216. 
and nickel, 715. 
explosives, liquid, see Explosives, liquid oxygen. 


Pauister, H. D.: Discussion on Coal Washing Practice in Alabama, 1102: 
Parr, 8. W. and Hosart, F. B.: Coal and Oxygen, 216. 
Parr, 8S. W.: Discussions: on Coal and Oxygen, 224, 225, 226. 
on Coal in Relation to Coke, 160. 
on Environmental Conditions of Deposition of Coal, 25. 
on Modern Views of the Chemistry of Coals of Different Ranks as Conglomer- 
ates, 243. 
on Moisture as a Component of the Volatile Matter of Coal, 286. 
on Nitrogenous Constituents of Coal, 214, 215. 
on Organic Sulfur Compounds in Coal, 188. 
on Resolution of Coal by Oxidation, 174. 
on Selective Combustion in Coal, 209. 
Parrot gun, 415, 430. 
Peat, composition of bog, 72. 
Peat wood, chemical and physical nature, 76. 
Pectin, 37, 68. 
Pencoid works, 399. 
Peri, C. P.: Discussion on Economics of the Cuyuna Manganiferous Iron Ores, 394. 
Permitted explosives, 1136, 1142. 
Perrott, G. Sr. J.: Properties of Liquid-orygen Explosives, 1248. 
Petroleum, see Oil. 
PHALEN, W. C.: Discussion on Engineering in Limestone Production, 364. 
Phosphate: American Phosphate Corpn., 333. 
Anaconda Copper Mining Co., 333. 
Bear Lake Phosphate Co., 334. 
Idaho: companies, 333. i 
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Phosphate: Idaho: deposits, 316. 
development, 333. 
economic factors, 324. 

if geology, 317. 

, marketing, 332. 
mining methods, 323. 
origin, 321. ’ 
production, 333. 
reserves, 332. 
superphosphate, 325. 
typical plants, 328. 
volatilization processes, 326. 
Idaho Phosphate Co., 334. 
marketing, 332. 
reserves, 332. 
San Francisco Chemical Co., 331, 333, 334. 
superphosphate, 325. 
Utah Fertilizer and Chemical Mfg. Co., 335. 
volatilization processes, 326. 
world’s deposits, 309. 
world’s supply, 308. 
Phosphate Deposits of Idaho and Their Relation to the World Supply (KirKHAM), 308; . 
Discussion: (WILDER), 335; (WiLLIs), 335; (MANSFIELD), 336; (STONE), 
337; (ARMSTRONG), 338. 

Phosphide eutectic, 681, 685. 

Phosphoric acid, 326. 

Phosphorus, 326. 

Photography, 634. 

Photomicrographs: aluminum bronze, 811, 812. 

aluminum-magnesium alloy, 826. 
aluminum-zine eutectic, 660. 
anthracite, 120, 130. 
anthraxylon, 92. 
antimony-copper eutectic, 662. 
antimony-tellurium eutectic, 663. 
arsenic-nickel eutectic, 661. 
arsenic-tin eutectic, 660. 
attritus, 107. 

austenitic steels, 576, 579, 590. 
bismuth-lead eutectic, 654. 
bismuth-lead-tin alloy, 678. 
bismuth-tellurium eutectic, 663. 
bismuth-tin eutectic, 676. 

brass, 765, 796. 

bronze, 684, 766. 

cadmium, 635. 

cadmium-tin eutectic, 655, 660. 
cadmium-zine eutectic, 658, 659. 
cannel coal, 150. 

charcoal, 144. 

coal, 92, 130, 154. 

copper-silver eutectic, 679. 
eutectic alloys, 654. 
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Photomicrographs? iron phosphide in gray cast iron, 681. 
lead, 635. 
lead-tellurium eutectic, 657. 
magnesium-tin eutectic, 658. 
manganese sulfide in steel, 541, 542. 
metallic coatings, 788. 
nickel, 712. 
oil shale, 150. 
phosphide eutectic in gray cast iron, 685. 
reduced iron, 558. 
tantalum, 702, 704. 
tellurium-tin eutectic, 656. 
tin, 635. 
tin-lead eutectic, 660. 
tin-zine eutectic, 662. 
white cast iron eutectic, 656, 661, 683. 
wood sections, 78. 
Physical properties: aluminum alloys, 841, 872. 
copper, 692. 
molybdenum, 692. 
nickel, 692. 
platinum, 692. 
tantalum, 692. 
tungsten, 692. 
Physiological effect, rock dust, 1170. 
Pig bed molder, 448. 
Pig breaker, 449. 
Pig iron, Alabama, 441. 
Piuuine, N. B.: Discussion on Chemical Equilibria during Solidification and Cooling 
of White Cast Iron, 473. 
Planimeter, metallographic, 669. 
Planimeter method of alloy-structure determination: accuracy, 674. 
calculation of proportional weight of constituents, 673. 
conditions of work, 675. 
determination of analysis of alloys with known constituents, 685. 
determination of composition of unknown constituents in binary alloys, 686. 
determination of ultimate composition of binary eutectics, 676. 
Plant chemistry, 35. 
Plant decomposition, 69. 
Plant growth, 68. 
Platinum, physical properties, 692. 
Plugging oil wells, 1209. 
Polished surfaces, diffraction patterns produced by, 725. 
PoLusHKIN, E. P.: Determination of Structural Composition of Alloys by a Metallo- 
graphic Planimeter, 669; Discussion, 690. 
Porter, Joun J.: Manufacturing Problems of Cement Industry, 339. 
Portrait: Clark, William A., 1374. 
Day, David Talbot, 1372. 
Pouring temperatures, 477, 495, 499. 
Powell oil field, 1335. 
Power consumption: American Zinc Co. of Tennessee, 1060. 
West Springs mill, 1009. 
Power costs, 1002. 
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Precipitation: costs, 1006. . 
efficiency, zine dust: determination, 1061. 
sources of zine dust, 1063. 
vs. fineness, 1063. 
) Precipitation Efficiency of Zinc Dash’ in Cyanide Process (Lrrson), 1061; Discussion: 
(Brown), 1065; (Locker), 1065. 
Precipitation hardening, ‘shina alloys, 856. 
Precipitation heat treatment, aluminum alloys, 836. 
_ Precipitators, alternating current, 1066. 
Prevention of coal dust, 1166. 
Price, W. B.: Discussion on Corrosion of Copper ‘Alléys in Sea Water, 774. 
PRmariny, WituraM J.: Discussion on Finishing Melting Temperatures of Simple 
Ingot Steels, 495. 
Proceedings: Birmingham meeting, 1924, xxix. 
New York meeting, 1925, xxxiv. 
Production decline curves, petroleum, 1322. 
Progressive Regional Carbonization of Coals (WuITE), 253; Discussion: (FIELDNER), 
280; (TURNER), 280; (VAN DER GRAcHT), 280; (Nos), 281. 
Properties of Liquid-oxygen Explosives (PERROTT), 1248; Discussion: (Ricr), 1275. 
Properties, liquid-oxygen explosives, see Explosives, liquid oxygen. 
Propulsive strength, liquid oxygen explosives, 1262. 
Protection: bosh, 445. 
hearth, 446. 
Pulverized coal, see Coal, pulverized. 
Pulverizers, rock dust, 1171. 
Pumping, oil wells: fluid level, 1301. 
rate, 1312. 
Pyne, Francis R.: Discussion on Application of Pulverized Coal to Copper Refinery 
Furnaces, 982. 
Pyrometer measurements, open-hearth furnace, 402. 


Quenched aluminum alloys, mechanical properties, 841. 
Quenching: air, aluminum alloys, 853. 
temperature, aluminum alloys, 873, 886. 
Quinn, E. J. and Foarer, M. F.: Scratch and Brinell Hardness of Severely Cold-rolled 


Metals, 889. 


Rand district: banket pebbles as grinding charge, 988. 
belt conveyors, 1010. 
Brakpan mines, 986. 
Butters filter plant, 1006, 1013. 
capital expenditure, 1001. 
classifiers, 995, 1015. 
costs, 1004, 1005. 
Crowe vacuum process, 994. 
crushing, 1005, 1010. 
cyanidation, 994. 
eyaniding costs, 1006. 
grading, 997. 
Merrill press, 994. 
operating results, 1004. 
ore dressing, 983. 
osmiridium recovery, 1006. 
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Rand district: power consumption, 1009. 
power costs, 1002. 
precipitation costs, 1006. 
recovery, 1013. 
reduction costs, 997. 
running time, 997. 
sorting costs, 1005. 
Spring mines, 990, 994. 
tube mills, 983, 1015. 
tube-mill capacity, 997. 
tube-mill costs, 1005. 
tube-mill feed, 984, 991. 
West Springs, Ltd., 998. 
West Springs mill, 1004. 

Rate of detonation, liquid oxygen explosives, 1271. 

Rating coal mines for compensation insurance, 1226. 

Raw materials, rock dust, 1169. 

Rawopon, H. S.: Discussions: on Determination of Structural Composition of Alloys 
by a Metallographic Planimeter, 687. 

on New Developments in High-sirength Aluminum Alloys, 845. 
on Reaction between Manganese and Iron Sulfide, 547. 
on Scratch and Brinell Hardness of Severely Cold-rolled Metals, 894, 895, 896. 

Reaction between Manganese and Iron Sulfide (Herty and True), 540; Discussion: 
(Fr1up), 543; (RAwpon), 547; (Hurry), 547; (JosrepH), 547; (Sryrt), 547. 

Reactions, blast furnace, 508. 

Reap, J. Burns and Futron, Cuaruus H.: A New Roasting Furnace for Zinc Flotation 
Concentrate, 929. 

Reap, T. T.: Discussions: on Application of Gaussian Curve to Mining Industry ,1247. 

on Effect of Sulfur on Blast furnace Process, 468. 

Recent Developments in the Fine Grinding and Treatment of Witwatersrand Ores 
(Davis, WittEy, and Ewine), 983; Discussion: (LocxE), 1014; 
(HarpIncE), 1015, 1016; (Spicer), 1015, 1016, (Brown), 1015, 1016; 
(Gruaan), 1016, (Canpy), 1016. 

Records, rock dusting, 1172. 

Recovery of Arsenic and Other Valuable Constituents from Speiss: (LINvILLE), 953; 
Discussion: (HAywarp), 965; (LINVILLE), 965, 966, 967; (KmRN), 966; 
(DaBry), 966; (Dwicut), 967; (ErLeRs), 967; (MaruEwson), 968. 

Recrystallization and grain growth: annealing temperature, 630, 645. 

degree of deformation, 628, 645. 

grain birth, growth, shrinkage, and death, 637. 
metallographic operations, 632. 

statistical study, 631. 

Recrystallization and Grain Growth in Soft Metals (Cook and Evans), 627; Discussion: 
(Foaumr), 650. 

Red shortness, steel, 718. 

Redistillation, spelter, 900. 

Redistillation of Zine (Stock), 897; Discussion: (DatBEy), 918; (Stock), 918. 

Redistillation, zinc: analyses, 900. 

cadmium control, 912 

costs, 916. 

grade A by single distillation, 916. . 
other methods of refining, 917. 

redistillation, 900. 
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Redistillation, zinc: retorts, 915. 
settling tanks, 908. 
specifications, 906 
spelter impurities, 898. 
" Rediction, iron ore, by carbonmonoxide: chemical equilibrium, 549. 
rate, 554. 
reducibility and density of ore, 560. 
Reduction of Iron Ores by Carbon Monoxide (Kamura), 649; Discussion: (JOSEPH), , 
is (FrancnHor), 565; (SwEETSER), 566; (Herry), 566, 567; (IKAmuURA), 
6 
Reduction temperature, iron ore, 552. ore 
Refining: furnace, copper: cycle of operations, 975. 
pulverized coal in, 972. 
zine, 917. 


--Recer, Davin B.: Discussion on Environmental Conditions of Deposition of Coal, 25. 
Reheating: aluminum alloys, 879, 887. 


quenched brass, effect on microstructure, 795. 
Rernartz, L. F.: Discussions: on Finishing Melting Temperatures of Simple Ingot 
Steels, 493. 
on Some Factors Affecting the Elimination of Sulfur in the Basic Open-hearth 
Process, 532, 533, 534, 537. 


Reports, rock dusting, 1176. 


Representatives of the Institute in other organizations, xxiii. 
Republic Iron and Steel Co., coal washer, 1096. 
Reserves: manganiferous iron ores, 379. 
phosphate, 332. 
Resins and resinic acids, in coal, 51, 115. 
Resolution of Coal by Oxidation (FRANCIS and WHEELER), 165; Discussion: (JEFFREY), 
174, 175; (Parr), 174; (Srnxrnson), 174; (Taressen), 174; (WHITE), 
175. 
Retorts, care of, 915. 
Review of Coal-dust Investigations (Ricz), 1130. 
Rice, Groras §.: Review of Coal-dust Investigations, 1130. 
Discussions: on Properties of Liquid-oxygen Explosives, 1275. 
on Rock-dusting Bituminous-coal Mines, 1182. 
on Safeguarding Coal-mining Operations against Danger from Oil and Gas 
Wells, 1219, 1222. 
on Selective Combustion in Coal, 208. 
on Value of Humidifying Methods in Explosion Prevention in Coal Mines, 
EO ie 
Ricz, Joun: Discussion on Engineering in Limestone Production, 365. 
Roane Iron Co., 399. 
Roasting furnace, zinc flotation concentrate, 929. 
Rock dust: barriers, 1178. 
cost, 1169. 
distribution, 1172. 
effect on illumination, 1179. 
fire fighting material, 1179. 
hygroscopicity, 1171. 
physiological effect, 1170. 
pulverizers, 1171. 
raw materials, 1169. 
stemming material, 1180. 
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Rock dusting: 1149, 1164. 
coal mines, 1195. 
cooperative research, 1181. 
cost, 1175, 1183. 
efficacy, 1165. 
general application, 1171. 
Illinois, 1194. 
intake air courses, 1189. 
machines, 1173. 
records, 1172. 
reports, 1176. 
standard practice, 1165. 
Rocxwoop, NartuHan C.: Discussion on Engineering in Limestone Production, 367. 
Rodman, T. J., 411. 
Rodman’s process, 411. 
Rorser, Harry M.: Determining the Constants of Oil-production Decline Curves, 1315. 
Roll shells, costs, 1035. 
Ross, H. J.: Discussions: on Coal and Oxygen, 224, 225. 
on Microscopical Structure of Anthracite, 144. 
on Nitrogenous Constituents of Coal, 214. 
on Selective Combustion in Coal, 208. 
Rotary Calciners for Gypsum (WiLDER), 347; Discussion: (ARMSTRONG), 351. 
Rvusset., 8. R.: Discussion on Limestone Production as a Mining Problem, 357. 


Safeguarding Coal-mining Operations against Danger from Oil and Gas Wells (HEssr), 
1204; Discussion: (Huss), 1213, 1218, 1221; (HurLBURT), 1218; (FEAR), 
1218; (Asuumy), 1219, 1222; (Ric), 1219, 1222; (Foun), 1220, 1221; 
(Norris), 1221; (Taytor), 1221, 1223; (Toueu), 1221; (Gress), 1222; 
(Mnmats), 1223. 
Safety explosives, 1135. 
Salt spray accelerated corrosion, 770. 
Salt-water corrosion, aluminum alloys, 845. 
Sampling: American Zine Co. of Tennessee, 1057. 
coal mine dust, 1168. 
mill solutions, 1026. 
mine dust, 1154. 
San Francisco Chemical Co., 331, 333, 334. 
Sands, flow of liquids through, 1277. 
Sauveur, ALBertT: Discussions: on Chemical Equilibria During Solidification and 
Cooling of White Cast Iron, 474. 
on Finishing Melting Temperatures of Simple Ingot Steels, 488, 492. 
Sayre, M. F.: Discussion on Coatings Formed on Corroded Metals and Alloys, 792. 
Schedule Rating Coal Mines in Pennsylvania for Compensation Insurance Rates 
(Hosier), 1226; Discussion: (HonBRooK), 1234; (Apams), 1234. 
Scuumnitz, D. A. and Ennis, O. W.: Experiments on the Heat Treatment of Alpha-Beta 
Brass, 794. 
Scuwartz, H. A. and Hirp, ANNa Nicuotson: Chemical Equilibria During Solidifica- 
tion and Cooling of White Cast Iron, 470. 
Scuwartz, H. A.: Discussion on Chemical Equilibria During Solidification and Cool- 
ing of White Cast Iron, 474. 
Scuweizer, Ernest: Discussion on New Developments in High-strength Aluminum 
Alloys, 854. 
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Scratch and Brinell Hardness of Severely Cold-rolled Metals (FoaLer and Quinn), 
889; Discussion: (Rawpon), 894, 895, 896; (BeNEpIcKs), 895; (FoaLER), 
895; (Davis), 895. 
Scratch hardness, 889. 
Screen tests, 1082. 
Sea-water corrosion, copper alloys, 745. 
Seay-Cranfill oil field, 1334. Be 
Segregation, 597. 
Selective Combustion in Coal (StnNaATT), 189; Discussion: (Davis), 207, 208; (Frenp- 
NER), 207; (Rice), 208; (Grant), 208;,(RosE), 208; (Parr), 209; (WuiTE), 
209. 
Semet Solvey coke ovens, Alabama, 1106. 
Settling tanks, zinc, 908. 
SEYLER, CLARENCE A.: The Microstructure of Coal, 117. 
Discussions: on Microscopical Structure of Anthracite, 145. 
on Modern Views of the Chemistry of Coals of Different Ranks as Conglomer- 
ates, 245. 
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